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ABSTRACT : PROBLEM TO BE SOLVED: To obtain a new compound having excellent antimicrobial 
activities against various bacteria and fungi including multiple resistant microbe and 
atypical mycobacteria, and useful as an antibacterial or antifungal agent. 

SOLUTION: This new compound is the one of formula I [R 1 is a (substituted) 

alky!, a (substituted)cycloalkyl, a (substituted)aryl or the like; A is a (substituted) phenyl], 

e.g. methyl (S)-N-[2-oxo-3-[4-(thiomorpholin-4-yl)phenyl] oxazolin-5- 

yl]methyldithiocarbamate. The compound is obtained, for example, by using a compound 

of formula II as a raw material, reacting the compound of formula II with carbon disulfide in 

the presence of a base such as triethylamine in the absence of a solvent or in the solvent 

such as diethyl ether to provide a compound of formula III, and reacting the compound of 

formula Ml with an alkylation agent of the formula X-R 1 in the presence or 

absence of a base in the absence of the solvent or in the solvent within the temperature 

range from an ice-cooled temperature to 200°C. 
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>- - 2 - A * ) 77 'I #-/Vm . ( O V [ b ] -f-.* 7 x 
y-2-AH) J}>1 X—)VT& , {Ay F —71- - 1 - A 
M- ) ?y/l;tf:-/lS. (^>-V>f 1 - -f ) 

fi n tf-nm . ( *c> v F 'J rv— /k- 1 - 4 ;P ) A- 

;ff— (O V7j--^HfV-/l.- 2- A IV) 
/IS. (\> , /tr , /'-»l 2 4/1) /y/ltf—zlS^ 
$• W S - fc $ - T 'J — /I > ^ i: ITU:, m*. 
(f . 7 .t. J *i> ( b ') *J>- 2- A H) x3£, 

(t^'> 2 <f/l)**>S. (t!Jiv'>-2- 

^Mrs^K. (77>-2-'( IV) ttSsS. 
*7x > -2~4/l) **>■:>£. ( \£\1—lV-2-A 
/l ) * =f • v S . < K -7 V - ;l 5 -f /l ) * =* > S , 

( A 5 5 <f rt ) ** ( 1 II - 1 . 

2. 3 - F 'J TV— /I, — 5 — f /I- ) ** ( 1 H - 

1. 2. 'l-h'JT/-^-5—f;i.) ^#^3S. (f 
F V "f — li - 5 - A ll ) ** > ^S. ( **"T V— /I - 2 

AH ) *=*>-S. (tT/-/l 2 -t*/1)*=*> 
^C, (-)~7 9V>- 1-A H) (^>/77 
>-2--f'L) *--*^, C<>V [b J -T-.*7x >— 

2 -f /L ) * * > S. ( -f > F-/1 4-4 /I ) * * ^ 
S. (AL>-/<5VV— /I 4 -f/l) **vS. <"<• 
> VF ';TV"-;L -4 - A II ) ■sf-^i'^. ('<> V*4f 
+)• V— /L. 2 •< /L ) V^TV— /I, 

2 4 * ) * £¥Sr *Wf ^> - i A ; "C' * Z> . 
[0017] ±WW>m\i-ftlxK (ID tCiSWC . 

* -7- I- "7 t KO 7 f7--/l 5f fh7tFO 

t y—H-t^>M. -1-3^9 — il X^irTfi. f)-7t }'n 
ft7x-'l«^, fl--/t Hnf^t9-A** 

L3. 3. 0 J *7 9—HX*ti>%. 3. 7-i-'T+; : t' 



>-^o[3. 3. 0] ^-^^-^^vS^Sr^ff^C: 

wv-s-ivm, ttwvi'-ivm, f-rvj 

/US. fh7tHD7 7-4-i, fh5t KOtf7~/l 
7h Knf .tt7-yH, t^*'.J-;H;, -f^tu* 

i 5r^-^F^jrt/v-*y~/P3S. i. i - 

Jf- > F + * ^ U —iVQ . :ix t l J iv& . * 
t^7 , 3 - Tft'y ? \a [ 3 . 3 . 0 J * 

3. 7-y7ft'y70 [3. 3. 01* 
? ^ ~ ;|^^Sr#tf S •! *»"C-^ . X. T '.J 
&L^fafUlS#J«-Si: LT(i. mm . > F 'J-A- 
S. V-f > FU— /PS. 1. 2, 3, 4--rFvbF 
o-^V^yiJ/H. 2, 3->'b Fn- 1 II- ton 
L3, 4-bJ t';> ; >-2-f^R, 2, 3-vtF 
n-iH-enn [3, 4-<:j b"'J Vv- 2 -A >vm 

[ 0 0 1 8 ] X. ^S£W)|jiIliI— ffM (ID tCfcV»T . 

■C(i. frU(i\ •< >fy- 5-Aivm. y-AvYJv 
-5-A)VM. A >t>-5-A IVM, A>t 'V-i>- 
i nm. 1 A y?/y - 6 - -f /IS. 2 -f > y /> 
-5-f/is. 1. 3 - A yyyv* > - 5 -f /is. 

-)-7^U> ■-2-AIV&. 1 (2H) --)-7^U7>- 
0--f^Si. 1 (2H) —j"7fisSy—7—A IVJ&, 
1. 2. 3. 4— rh 9t FnT7t?U y-O-'f/l 
S. 1. 2. 3, 4 -7-F :7b Fa 1 t?f L- ./ > 
-O-Aivm. 1. 2. 3. 1-rF 5>b Fn- 1 --h 
7*U7>-7-4/U3C. 1. 2. 3. 4-f l-7tl-' 
o- 2 - T7.?l^7> - 6 ~ A /IS. 1. 2. 3. 4 
7-Ff7bFQ 2- T7.^1^./> 7 AlVM. 1. 2 
--h7 F^y y-0- A >ll£. 1. 2-t7l-^f.//- 
7 -f/LS. 1. 4-T7F^-7> 6 -f/lS. 7/1 
2 </lS. yil-4V> 3 -f/lS. 7/1* 
bV>-2-^^3K. 7/l.*U 7>- 3--f /t-JK. T> 
h7t>- 1 </PS, 7*>-F-;7-t> 2 -f /iS** 

[0019] 4tftW<7>md— tt&t (ID (C&UT . ?>& 

a. -i<?mwi&?M£mimmim2Wn:zii-?. 2m 

T/l^f/lS. v^nT/l^/lS. *B$S. MAf/l" 
F3£. 7/loJf>I. T/l^/L-?-*.^;. /Ml7-'>»:f, 
T5 7.1S. T/L=*/1T£./.1£. >7i^)L7;7.1, > 
T7S. --I-OS. -T-H 5/1S. T;L > 7>/l.1f.-/l 

T/l rJ*>T/l3f /i Jt. T/l n-^> 7>/l;K— /IT/1 
^/L.^. J7/l.t'^>T/L-^/l^. b Fn4f>Til^V -f 



(7) 
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)V fj J 4 /M£ , TH ^iVT S / Tfl s JT)\,*t 

[002 o ) 4<wmmii-WxK (iii) iih^x . $> 

lv^. T^r?*-^, TH*cii-i~*l$;. /MTy>j J ;(-f i 
7*5./^. 7H;l7Sy«, >Til ^HT $ i, 
7Vtf. ::i-oi, ^/t-SH-tf. tFn* 

[00 2 1 ] *<^BJJ^>>?f/y/l.y\'5 KffifjSjgf/Mi. * 

'j > > izftiz i ip^m^^** l -cfc ') . mm 
m.tz < r ) ( s ) fids * i > //-c* . 1 fuua 

Lit '•t'i(.i*^Hj)c7)ji;ui|(-a ^$if.^ , 
[0022] *ft'!flOv-Tv*#>W<5 KBSffcSfrti, iiTf 



t mar . jessta. «tt*3tsfi£js, ugafi. k 

>-3.*?mi, vyfftai. x^x/wym, p-i-n 
>mm , . Attn . 5-t^yfi>7h k 

d 7 7 > 2 /y /L ,1f >fij!iii t L < (i 2 t Ko* > 7 

Aig , ^ ^ > "7 AJg , v ^.^ > r> y.tl t L < \±T > ^ - 

Ja. N, N->'7(i.^;u^y-^7iyjg, h>;x^ 
y— ^r«>tg. t^'.;>'>Js. t^7>->jg, -t/i.* 

[0023] ^WWcDS/f-ifrjfr/l^S F^fSf?|i5*X{i^ 

&zti>-c$&/>\ ztie,0XMh!&. A<mt>kvmm& 

Vtm/lZ -Iri'i ^ Ofti^^ t *m&>$miZ&-£ $ i'L ^ , 
[0024] *#Bij{?>#2 L i, >(t^,t LT i.iW.Tc7)« 

SrlS-f. Me : X-r-;L^. Kl : X -7-^.1$. n-l»r : n-7nt 
/IS, i-PrMV7Dt/lfi, n-Bu : n-'/f-/l*. i-B 
u : vr-J'/l^E. I.erl.-Bu : terl.-7"-;-/l.^. iHVnt : n 
-^>-T-)V%, n-Hex : |>|, : 

Bji : O i-'vl 
[0025] 




[0028] 



[*4 ] 
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[SO J 
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t 0 0 3 1 ] 



[*7] 



(14) 



o 

A-N I H 

S 



No. 


A 


No. 




153 


~o-o- 


154 




155 


-o*o- 


156 


«-o-p- 


157 


rvPr — 


158 


~o~-p- 

e 

r 


159 


tt-Bu-l/ — 


160 


F 


161 




162 


MeOgC-l^ ^— 0 — 


163 




164 


F 


165 


o 


166 


O 

F 


167 




168 


MO A 0 _ °~^~ 

F 


169 




170 


F 


171 




172 


Q 


173 


Eto,c^N^)-o-Q— 1 7 4 




175 




„. 


F 


177 




178 


F 



(16) 




[*10] 



(17) 



mffl^l 1-322729 



O 




s 



No. 


R 1 


No. 


R' 


230 


Et 
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n-Pent 
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A-N Y H V S 

s 



No. 


A | No. 
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loos g ] *»»n»iSii— aw < i ) -e^*n.& >'-t- 

RJft/ftfcTti. lijje « ( I ) "S-^i-LSflrfrfW:-; 
«Wi < 1 1 ) /AD* (III) T^Silft its-^'MfY^n-c 

o 



o 

>-0 CS 2 
A-N Y - 



lot. Mk!<0HH«ltt'fl &L c Htfe(*i|^HiWitt l !fl$r# 
( I ) {cft*$ii4*4Wl^t^**^-«xt«*4C« 

[oo37] *wflfl:*ftci. Mitt '. w. Koaam* 
[ft?] 



A-N 



X-R 



O 



(TV) 



v - -k^NHCS2" (VI) 
(V) 



i- A-N ? H 



0) 



t 

S 



> JIT . J 9 > Z H rt-'-rt. * i- fiXlip- h /L x > X /L 
ffit L-C. HRrt (IV) "C^5il*fl:£ft*ltff1fc L 
fcilGS-ti\ -fM (V) ?*&ii*ltfiHli:trL. OUz 



[ 0 0 3 8 ] -Wefi^ifitfco-C ttfflSil&HSti: '-" c 
li. l-'Ji-l-'iT5>, \j. N->MV7nt' 

/lXf/L? > *>. 4 > X 7* £./£ 'Ji/y. 1. 8 
-vT-f t'S- ?n 15. 1 . 0 J - 7 "r-t:> , 
1. 2. 2. 6. 0-^.> 7*-T-/l.fc'<.'l> >'$s'.)fcl8 



(19) 
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mi- h y vj* . «j a . j> y ? a . 

y vj> , *^-fLx h y ^m^ammmmf 

ttTifcoT . j&oKJ&Sffltt L=SrV >i^f MUf n*«8r 

«L r-ti->. rth.-h'j/i. n. n 

/•h^i- K, rl-7>-r-U>X '!-*>. f b^fl/VX 
/M;* > F . •»v*tM-*-/i. 1;.7> y * ij ••/ 7 h yr s 
c?)#TnF>ttffitti§«IL flttrrf-*-/!.. «xf4-^) 
xxf't«iM. O-bv. Frt-x^^fjfc&fft* 
fily>, tny>, ;l-T-^>. r?y£/>"$ 

A — NO 2 ; A— NH 2 

(Vll) (V1JJ) 



ZZ> -<SJt (IV) Tjf<itti*flrfrtl»*>HWi. t5BB¥8 
- 7 3 4 5 5 "^SHMounml or -Medicinal Chemislr 
y, 3 9^. 6 7 3~W.%.Tf{> 801(1 996^) IglZ 

tfb«] 

r.S2 

0 (I JockO XfJ. /. (5 

2> n-HuU, gtycidyl butyratc 



A— M 



(IX) 



.OH 



00 



Xg4 
NaNa 



A — N 



-N 3 



(XT) 



XJi PPh 3 



.1120 



(IV) 



;Kx;r .1** , Zli\> f]A -iK— /t-** , Msii 

x ? > .x/l ::/lSJ . Phtt 7 x --/I- JW\ ) 
[0040 J in 1 iz&^Xli. « (vii ) wfcft 

iavL L . -*W (VIM) tf) ft*»Sr»*i > ATS 

[0041] r.H 2 te ti t >t (i . -fl&it ( vi 1 1 ) (?) fi:^ 

*\ 7 tvX(i7 > -t h > . X y — il , -7- h -7 b H n v :7 > 
TW#«JR«A«t^iCii-*«a^»IIitfflv\ h yx 
f-^ rs>, k^t) y . £M-)~ h >) *ri* . sm*# 

'L ?n'J Frffli rcr'/u ^> fCL^S. fl-7h Ki77 
7 > . N , N — i/.A -1-H ;b>l AT 5 h'^^ii -'i^rTn 
1 - > ttTTlSIStSE* - 7 8 0 A > <> i'&'*Jfc7> flu^jgimjS is i 

-C- 7' ') >>'l 7-1- U-h£ Um iSM&Z'clZ**). -HR 



^ (IX) <0ft^«S:»4C:tA»rS*. 
[0042] XU 3 CiS- 1 >-C*i . (IX) ^L-^n 

> . f-hyt F a v :7 y«^?Ttti&4g+ . MJx + a r 

4 W«|fflfRitrt-4 I fc (c J: y . - -jKjfe ( X ) cvitft 

[ 0 0 4 3 ] Iftl l fctilrvcti. — fffctC ( X ) i?.)fl:^ 
*r r v'fli-t- 1- y -7 Wht . t h-?t F □ v y y . 
N. N-- ^^5hAAr5H*«ir«jjW+. >};;^T 

y , ( XI ) Mfc&M:m> Z > ^Tt* S . 

[00441.X. HR« ( X ) tofcftmtZtS I »T . SI© 

iz^^xiz, (xi ) cr.ntsvDmz&rt&w.mm?) 
&t%i>*imx'$>z>,. -flbt (xi) imt-^sm^^sc?) • 

5 i IX I > & 7 x X H m?>t%& . Xf+! I C) T > F ffcK 
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mmW-l 1-3 22 72 9 



mzx nmzbtfx-**. mm. msas^r^j^m 

t *fctn*»JIHU6K: .i 0 INKS L«JS-f & £ fc £ 

* 5 . J-f J—iV. X.9S—H. K-~f9J—lV. sec- 7"? 
V— /U. tort- 7*.? 7— ^««74 -a— /WJ&jgfli. i/x 
^/tx— rH\ i-M •r/ne/U-frt', f-h7tHD 
7 5> >' ^OX-^f/U film* -f-Jl . IHRX-?"^ 

-) 1 1 i>X'$ Z> . X. HaBHT-wtftJHS^fiaT^a* 
> # >l ,+:^>l, .^v?)J; -) Sr'V u ? > 9.AlK&0>*ft&£f* . 
Jtiffft. fc&UiHWfc. fiffifcx-T-* . 1. 4-> r .**^ 
>, A9/—A,. x?7— >\JJ.i.Z.ixh<nUfiMJk 

tPt^ -r .t let >:)JK&y& l . > tf-cs 

[0015] Bji&ii^^i^T s sm<?)T>i*>uiRm 

bmzxzTA* >i time-, hhv^tr? '.j/i^B$rx.xf- 

JxJE. Xli 7 nn KWT^* rt- *$(Ct h *t V 9 > it\xJ& 
mt'Cr v -1 1 \zX 9 . ■ -fl&ft (XI ) ofcfrtfcfctt* d t 

[ 0 0 A 6 1 IftSStCfcV^W. ■HKi'C (XI ) Wft-^ft 
fcJfl^'fcaBcJ'ja:. IH/Ltf. ttffcl*l&. -n^s^AJK* 
#f Jflt'ltK * W t * iesBfldBEtfe . SSM>(i h 'J 7 x --/I 

-flJjK ( IV ) &i i-& ffcftttSrft* i i: #t'£ & . 
[0047] *m\<?>\*M±. Huj£ ISj^ ( I ) ~'T<S 
H&iS-l-X titles Kfi^^(fcX(i^)*I&#0JJ£i)-i: 

mm mum 1 1- ^trBamn£n^ > l t iJdftt $ ii 

[ o o l 8 ] KtfffliaeWiWlBSWiWt^RffiSiii-t^ 1 . 

mutf. //r-t/tffij. sEtfpj. smm. iJ.^ffj. Kft 1 ]. 
mm. im-cmi utm. tt««s«fW3tw. «awxi4 



-•?>-— h— yu, i->?tD3yfyry, is^-byio— 
7x#) . «t^m («/t^y^fyl"fe.'in-^, 

v To t'/U -te ;l o— X . t H d df > 7 ! o hVl X ^-/Hr 
|<n^>-7'ne;l-X^-/Hr/l-n— X. SIS'. mt 1 h9v 

m . ^mm (^'jifi y/'j3-/if ) . gffj <jk 

»Jx^-U>y; n-;l-, H 7r-^f) 

BJt5h&\ ttfltlPI. iSDW). Afl^Hc$)^Tti'l<tt*>SV% 

(i+.0+ffl;«'K, Tnfcuyyjrj-* 
^) , pHHHDPI <M«X<4W«^)i«A*t , »{i»eS) . 

WRWfflrttJW 1 , x. ins:#ffl. ?nsffl?nK-$>^-c 

* ( I'jfev -t '.j > . v ?ni — /i , / 'j •t'jy. «aa.' < 
97 -f uwrs) wmmziiz* 

I 0 0 4 9 ] ^.^'W^R^Ii. f^l/Ki'. iflimfflXJiiyLK 
iMiff'JJ: Ut h*- S-tr*?LSifX®. f ^ji;f)}feSX(i j'|JJbf:> 

.IfetfyrtJBK* 4T t-IiE t XWU.cr>i$. , j «t«rSSW-r * 3 > * J 
»J16^*« . ifflffiOtA^.)^. 1 HSi: L'C . ttP«»7- 
f 10-200 OmzmH. mtUWFC 1-10 0 Omg 

eKt 1 y 1 Mfc^LttftfflfcWtTfc^-racfc* 1 ^ 
&®<rmm. &m<?>*tow£&%zizm)i.x . jS2:«jm 

[0050] 

[**fef«i] wt. *m\zm?$mRi < %iimiziL^xn 

B)N"-&//. ^BJJc7)JEIltl{.tiil^i7)piJ(.;;|K^:$^t^ 

/l^. Et : X^-/l£. n-Pr : n-7oK;l|, n-Bu : n-'f 
^-/U^. Boc : tcrt-7*h^v/7/l.i<--'l-fi. Z : O i- r 
)VJr*v*))VK— /WR. Ms : X ^ > XA-^x;l,.1S, Bn : 

[0051 ] ##|5iJ 1 

N - lerl-7' h * ;Kx/L - 1 - 1 'J > ? 7— H 

A - 1'^. 'J if'y—H 5 0. 0 s; ?.).S+f )-7t Y nyy 
> 2 5 0ml«MiffcK>fcffira*¥T. •.etfiSv- tcrt-7*^- 
'1 1 2 5ml ^tni 3 0 ftffimW L fc. i?f«t$-Mrr^2c 
L . i^?r&ii5f*: 12 0. 5 n. 

N M R .7.^ 7 h 'I (CDC1 : ) o ppm : 1 . 4h (Oil. s) . 1.47-1.5 
0(2H. m) . 1 . 81-1 . ST (2H. m) . 3.01-3. 10(2H. m) . 3. 73-3. 87 
(3H.m) 



(2 1) 
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I RXHrhfo v (liq.)cm-*:1698,3684 
h/l (m/z) : 201 OT ) 

[oo52] mm 1 1 nmz lt## w 2 mt&m* 

[0 0 5 3] ^#PJ2 

N tcrt-:/|^ >/y/U1f:i/l 3 ?Mi>>V-/l 
tttt : WCMS* 

N M R 7 h ;l (DMSO-d, ) £ppm : 1 . 37(911, s) , 3. 55- 
3 . 60 ( 21 1 . m) . 3 . 95-4 . 00(211, m), 4. 30-4 . 40 ( 1 1I , m) , 5 . 50 ( 1 
H.<1,.I=6H/) 

IR7a; I-/1 > (l iq.)coi * : 1678,3416 
[00 54] 

N - 1 *?rl -7' h * > * >l ;Kx/t - 4 - >< > 0 
> 

6 0 l> g Oi*8 . 7 7 s^fcfcN , N - i/A 

+fl ;h >l A r a H 3 0 0 ml BaKKMEflMHf F K . N - t* 
rl-7 fiUX-fl - ]-t\')>7^hl9. 0 
g^**N, N > X*/M;/L^r$ K 1 90mlj£fft£ 
Jnifctft. =? ^ ft x -y-/i 3 o . 1 ml Srffi K L 5 HfflHStff 
Ltz, UmitiZK'iazlint. BfBSx^lTttffiL^c -to 

Lfc, ^*7A^n7l^77/- <>g#y;l- f 
fiffl£X-7-/l : n^77>- 1:2—1:1) "CIS SS! L , 

4 . 1 ffSrft*:.. 
NMR7A? h/l (CDC1 : .) 6>pm : 1. 45-1 . 55(211, m) , 1 .4 
0 (9H. s) . 1 . 80-1 . 90 (2H . n) . 3 . 05-3 . 15 <2H , m) , 3 . 30-3 . 10 
( 1H . ■) . 3. 35 (3H. s) . 3. 70-3. 80 (2H , ni) 
I RX^? Iwl > (liq.)cnr 1 : 1698 

h/l (m/z) : 215 (If ) 
[00 5 5] 4f-*«4 

N-lert-7'h^r>»/L;K-;l,— 3 - ( 2-.X ?-^>X 
) 7 > Hz>> > 

6 0 % j<m it+ h \) i^ 0 . 2 5 s ?:>$H< n , N ^ 
+H * 'I A TSK5 ml fflfflSlKfcaMHf P h\ N - Ler L- 
7b*>#H#:zfl 3 rtff >V-;l 1 . 0 0^) 
**N . N >'.X */l tJ;/1 A 7* S 1' Smi All*. 

4B$ffllfflfL*:, Rlw«5:**t:ttJi. ftfifcx^/iTtti 
ill Lfc , ftbtUi'K^ 4c ttfUAJS 4rei«£ifc# L ante* 
ft. »«Sr*Sn:«2;Lfc v W«SSr*9^^nvh^97 
< — ( i* \) ti Yil . EftOk c X*/l : ri-Nr^ > - 1:3) 

K M K X's. ( DHSI HL : ) o \>\>m : 1 . 37 (9H , s) , 3 . 25 (3 

II. s). 3. 41-3.45(211. m). 3. 46-3. 49 (211, m) 3. 64(2II,dd.J= 



9.4Hz) f 3.98(2H ( dd i J=9,6.5Hz),4.21-4.26(lH.m) I RX 
^9 h/U v (liq.)cm 1 : 1706 
[0 0 5 6] ##«5 

/IJgiS 2 2 0 mi fcjfcfMHFF . N - tcrt-7" b 3 is* fV 
# ~>l 4 .X I- 1*^ [) Vv 4 3 . 9 g ^fi^X^- 
^2 20ml^S:fln/:^f*. 2. SBWBSOTLfe. Wit 

few/i^rw l . ftfeMM 29. 1 g 

NMR7A; h/Kd)Cl ; ,)*pp«: 1. 95-2.05(31, m) ,2. 10 
-2. 20 (2H , m) . 3. 15-3. 30(4H . m) , 3. 33 (3H ,s) . 3. 50-3. 60(1 
II. m) 

IRW h/l' v (liq.)cm 1 : 3448 
7X7A? bMw/z) : 115 (M*) 
[0057] 5 t fnj^tc L T#^CT 6 Wft^Hi t 

[0 0 58] #*CT0 

3 - ( 2 -X N*S/X f-^> ) T-t:>>'> - igfig« 

NMH..7A>/ (l)MS(KL) r;pi>m : 3- 2G(3H,s) ,3-43(2 

H. t.J=«1.5H/),3.54(2H.L > J=4.5Hz).3.75-3.80(2H,ni).4. 
05-4 . 1 0 (211 . m) . 4. 35-4 . 40 ( 1 11, m) 

IK7A?Ml u (liqjci- i:3-B6 
7X.7A? fv/Km/z) : 131(M + ) 
[0 0 5 9] ^CT7 

3 7/lofD 4 - (4 - A h^i/tMJyy- 1 -f 
;l ) — hn^> Hf> 

3. 4-> hn\>-tf> 1 5. OgtN, N 

-S/-f V7 nb7l^x-^T5>4 lnlcoJS^cT-trhxb 
U /H 5 0 ml mmz 4 A h * ^ t tt ^ U - fiiffiHtf 1 
5. 8K«:fln^5lMp[fajn^ySiTiL7t. ^SrMm^i 

Miflttz**^ i o %jmi£+ h y ^y^K^asSrJni 

tr/l*'JttH, i»egx^T'ffll!liL^o tltifliM^rfia 
?SGM(*2 4. l^^t^, 

NMR7A? h/l (DMSOd,.) o ppm : 1 .54-1 .62(211, m) , 

I. 92-2. 00(211, m), 3. 08-3. 16(211. m). 3. 28(311, s), 3. 38-3. 

46(lH,ni).3.4^3.57(2H ( m).7.16(lH,l..J=8.5Hz),7.95(l 
1!. del, J=14.3IIz). 7.97(111, dd,J=8. 5. 3IIz) 

I R.*a^ h/l u (liq.) cm 1 : 1336, 1518 
bflim/y.) : 251 (M + ) 

[0060] 7 t Fimz LT#*M8 2 0 ^) 

[0061] 
[112] 



:(W>)Pr 



(22) 



1 1-322729 









8 




mp.62~63t 

7C*»«f ft C I3 H, 7 FN 2 0, 

SS6fi6 C.58.20;H.6.39;N,10.44 
SSfcfll C58.10:H.6.60;N. 10.45 


9 




Jt fe^ fi [ i«o-Pr 2 0-n-Heptane] 

mp,58.5~'59.5 < ti 

7C*#tfM O u H„FN,0 4 

SHIM C.56.37:H,6.42;N,9.39 
HBtfil C.56.36;H,6.54;N,9.34 


10 




mSfe^'JXAttSCiso-PrjO] 

mp,68~68.5t 

7C*»«r« C,,H 14 FN,0 2 

fit C.55.22;H.5 90;N.17.56 
C.55.24:H.5.71;N. 17.63 


1 1 




NMRfnMSn-rl }tf Dom'3 27C3H a) 3 47(2 
H.t.J=4.5Hz).3.56(2H.t,J=4.5Hz),3.95- 
4.00(2H.m).4.35-4.40(2H.m).4.45-4.50 
(1H.m).6.57(1H.t.J=9Hz), 7.89(1 H,dd,J = 
1 3,2.5Hz),7.93(1 H,dd.J=9,2.5Hz) 

IR v (lia ) cm" 1 1326 1532 

MS(m/z):270(IYT) 


12 


F • HCI 


«fet£6[EtOH] 

mp.193~194°C 

Sfttttfrffi C 1t H 16 FN 3 0 2 HCI 
SSHE C.47.57:H.6.17;N.15.13 
*»f*L C,47.30;H.5.89;N.15.08 


13 




NMR(DMSO-d 6 ) 5 ppm:1 .50-1 .60(4H,m). 
1 .70-1 .85(4H.m),3. 55-3. 65(4H,m).6.96 
(1H/t,J=9Hz).7.88(1H,dd,J=16.3Hz).7.9 
0(1H,dd.J=9.3Hz) 

IR *(liq.) cm , :1324.1522 

MS(m/z):238(M*) 



[0062] 



(23) 



WHPP 1 1-322729 





* 




14 




l^a t-» 1 T 

NMR{DMS0~d e ) 5 ppm:0.95(3H.d.J=6Hz). 
1 .20-1 .35(2H,m).1 .55-1 .65(1 H,m),1 .65 
-1.80(2H.m).2.85-3.00(2H.fn).3.60-3.7 
5(2H,m).7.1 3(1 H.t. J=9Hz).7.93(1 H.dd.J 
=1 3.5.2.5Hz).7.97(1 H.dd.J=9,2.5Hz) 

IR v(liq.) cm* 1 :! 334.1512 

MS(m/z):238(M*) 


15 




^ TtS C m. 1^ 

NMR(DMS0-d e )<5 ppm:0.93(3H.t.J=7.5H 
z)J .25-1 .45(5H.m).1 .82<2H.d. J=5.5Hz) 
,2.86(2H.t, J=1 2Hz).3.71 (2H,d, J=1 2Hz). 
6.91 (1H.t.J=9Hz),7.88(1H.dd,J=1 3.5.2. 
5Hz) 7 96(1 H dd J=9 2 5Hz) 

IR v(liq.) cm H :1 338.151 6 

MS(m/z):252(M*) 


1 O 


\__ / y. — v 
f 


ItfefittSLiso-PrOH] 
mp.109.5~111.5 c -C 

77 111 IE w 1 B ' 1 1 0 r 1 2 ^2 ] 

9ift(£ C.68.77;H.6.09;N.8.91 
SSffil C.68.77;H.6.03;N.8.84 


I r 


F 


HfettttfiCiso-PrOH] 
mp.95 — 96°C 

yk#sf4 AJ tJI wl ^fi * *g ■ •*2 2 

SStft C,52.17;H.4.93;N. 15.21 

^©fcift C,51.93;H,4.72:N. 15.21 \ 


1 8 


F 


HfettttSLn-Heptane] 

mp.40~4lt; 

7E*##r{£ CoHnFN 9 0 9 

SSfcfe C.54.54;H.5.59;N.14.13 
*Kfi6 C,54.26;H,5.76;N.14.19 


19 


F 


ftfe^'jXAttS[n-Heptane] 

mp.49.5 — 50. 5t 

7C*»«ffll C to H 13 FN 2 0 2 

SHIS: C,56.60;H.6.17;N. 13.20 
~£fftfi C r 56.41;H.6.01:N. 13.06 


20 


F 


HfelSS [Acetone] 

mp.200-202 c t: 

7C*#*T« C 14 H H FN 2 0, 

Sttfg C.65.1 1;H.4.29;N.10.85 
SRffi C.65.25;H,4.09;N. 10.85 



[00 6 3] 2 1 

4 (2 >Xf/irs yxl-l-i,) 3 7/1 *o." 

0 0 °o 4c* ft-i- I* 'J 1.38 tf fi")JK 4c rhvtHn 
vf7> 1 0«l«6fi3i«(c. *<SIHtfT, 2 >V*/irs 

/XJ" / — 'l 3. 5 Oml^taT: 4" J rb J 5t l>H77> 1 0 

> 7 + a :i h n^> Hf > 5 . 0 0 & ^Mi^'r b y t 
l r H79> 3 0«lffBRS:i«KL. SEfU'C" 3 0 JrRBftiJT-L 



<~ (y'J* y/l. >7nn./^> : xi*./ — /I- l 
0:1) "CIS*! I, BWBE»*7. 60 
NMR.7A? h/l (CDC1:) oppm ; 2. 36 (611. s). 2.S2 (211, 
l..l=5.5Hx).4.2i(2H.l..l=5.5Hz).7.05(lH.I.,J=9Hx).8.0 
OdH.dd, ,1=10.5. 2. 5H/).8.05(lH.<k1.J=9,2.5H7) 
in7A?h/l (liq.)cm r,2b 

Ml (m/x) : 228(M + ) 
[0 00 1] 1 fcntt(CLT*J5-Wj2 2*^2 



(24) miMW-l 1 - 3 227 29 



9£>ft-&M£ff£. [SI 4] 

[0065] 









22 




NMR(DMSO-d 6 )tf ppm: 0.99(3H.t.J=7.5 
Hz)J.77(2H.sex,J=7.5H*).4.09(2H.t.J = 
7.5Hz),7.13(2H.d f J=9Hz).8.1B<2H.d,J = 
9Hz) 

IR i/(liq.) cm , :1342.1514 
MS(m/z):181(M*) 


23 


F 


NMR(CDCI 3 ) ppm:7.07<1 H.dd,J=9.8Hz). 
7.35-7.45(2H.m),B.05(1 H.dt. J=10,2.5H 
z).8.1 3(1 H,dd J0.2.5Hz).8 49(1 H,d.J=3 
Hz),8.53(1 H,dd,U=4.5,1 Hz) 

IR v(liq.) cm- , :1352.l530 

MS(m/z):234(M*) 


24 


/ 

F 


»fett«Stiso-Pr 2 0] 

mp,62.5 — 63^ 

7C*#*T» C 9 H (0 FNO 4 

SSIfit C.50.24:H.4.68:N.6.51 
*Stfe C.50.18:H.4.54:N.6.50 


25 




NMR(DMSO-d e )^ ppm:1 .91 (2H.quin. J=6. 
5Hz),2.15<6H,s).2.37(2H.t.J=6.5Hz).4.2 
5(2H.t,J=6.5Hz),7.40(1H.t.J=9Hz).8.07 
-8.13(2H.m) 

IR vdiq.) cm 1 1348, 1526 

MS(m/z):242(M*) 


26 




NMR(DMSO-d 6 ) $ ppm:1 .55(2H.quin,J=7 
Hz).1 79(2H.quin.J=7Hz).2.1 2(6H,s).2. 

Ac/nil jl >_ T LJ _ \ 4 OOfOLJ * 1 — 7L|-^ "7 Af\( 

1 H.t. J=9Hz).8.06-8.1 3(2H.m) 
IR v(liq.) cm- l :1346.1528 
MS(m/z):256(WT) 


27 


F - HCI 


ftfe*SS[EtOH] 
mp.170—172 £ C 

7tmW5\fk C l0 H )3 FN,O 2 S-HCI 
IMi C.42.78:H.5.03:N,9.98 
HKfit C,42.60;H.4.92:N,9.93 



[ 0 0 0 6 ] 



1*15] 



(25) 



WSW-1 ] -3 22 729 









28 




&&&&«a[iso-PrOH] 

5t3£##rifi C lfl H 2t FM 2 0 5 

C.56.46;H.6.22;N,8.23 
C.56.36:H.fi.34:N,8.29 


29 


F 


mnp p l 1 7 — 1 17.5*0 
5c£i##ria C 14 H l7 FN 2 0 5 

ag3Q C.53.84;H.5.49:N.8.97 
C,53.73:H.5.44;N,8.97 



7BR-jJ-*Ni C, 3 H, 8 N 2 0< 
flffirfll C, 58.03; H.6.S1; N, 10.52 
MWlfi C, 58.62; H. 6.90; N. 10.53 
[0070] ##W3 2 

4- ( 2-> ;<< -7-/1/7*5 .AX}- > ) -3-7/^117 

> 

4 ( 2 - : JX+llT 5 yx hdf- > ) 3 - 7/l^fO." 

l-^>'t'>2. oosfcMMfc&dto. 02gtf).**y 

aKcSrno^. imzF-m. vmmmmLtkMtfi 

35*1 . 7 8s£f#7t, 

NMKX^? h;KI)HS(H], ? ) rt-ppm ; 2.20(6H,s),2.56(2 
II. t , J=(ill2 ) . 3 . 03 (211. t . J=6llz) . 4. 82 (211, br-s) , 6. 28 ( 111, 
dd , J=9. 2. 5Ilz) . 6. 4 1 ( 1 1I, dd . J= 13. 5, 2. 5IJz) . 6 . 82 ( 1 1I, t, J 
=9Hz) 

I K X** 9 V tl u (lie,.) onr i : 3352 
-7 XX**? htf. (m/z) : 198(M') 
[007 1 ] ##(51J 3 2 > M«£ L ~ ##(91 3 3 A 5 

[0072] 
[&1 6] 



[00 6 7] ##15113 0 

3- (2-X h4f>Xl^v) -,1- (t/P;h'J>'-4 
- -f ;1 ) -|-n\>t'> 

6 o 'V.'MpjfL.-t- 1- ^i,4 . s o stcnmiiN , N 

* 1 S Oml?J{S?K(C«»a h . 2 - X |-4r 

>x?/-/Lo. <>0Bi&ft h'L£&. 3-7;Mn- 
4 (-t/Ui:'J> 4 fiH-hD\>ei8. 0 

t. tntHl 5r iKJR L iStfSCife^, 19. 7g^» 
/2 -f v 7 : o ' s / /i 7 > i\PH,'iih I X . B*j£ 1 0 9-1 
1 QVfmGMVtfkiWt:. 

Uinfii C. 55.31: II. 0.43: N. 9.92 
'X'%(ft C. 55.25; II, 6.20 : K. 9.98 
[ 0 0 (.. 8 ] S?#W 3 0 h Pl«(; L f #JJW 3 1 c?) fta- 

[OOo <>] 1 

4 (tn.i-.'J> 4 -fa) 3 n-7D.if^y;;h 
nO -t ; > 

«■« m&y >)xjj\m, mm&jnu; :ki. 2 o) 

SM 1 1 0 - 1 1 1 C 



(26) 



^113^1 1-322729 









33 


F 


NMR(DMSO-dg) 5 ppm:1 .48-1 .59(2H.m). 
1 86— 1 94(2H m) 2 59—2 67(2H m) 2 97 
-3.04(2H,m).3.22-3.29(1H.m).3.25(3H, 
s),4.83(2H.br-s), 6.29(1 H.dd.J=8.5.2.5H 
z),6.33(1 H,dd,J=14.5 r 2.5Hz),6.75(1 H,t, 
J=8.5Hz) 

IR v(liq.) cnT , :3360,3448 

MS(m/z):224(M*) 


34 




NMR(DMSO-d e ) 6 ppm:K1 1 (3H.t.J=7.5H 
z).1. 50-1. 60(2H.m),1. 85-1. 95(2H,m).2. 
uu~i. /Uvzn ,m/,z.5f o o.vJ3^^.n,m^ ( o.ou o 
.40(1 H.m).3.47(2H,q.J=7.5Hz).4.83(2H. 
br-s),6.30(1 H,dd,J=8.5,2.5Hz).6.30(1 H, 
dd.J=14.5.2.5Hz).6.75(1H.dd.J=9.5.8.5 
Hz) 

IR v(liq.) cm" , :3360,3456 
MS(m/z):238(M*) 


35 




NMR(DMSO-d 6 ) 5 ppm:1 .50-1 .60(2H.m). 
1 .85-1 .95(2H,m) l 2.60-2.65(2H.m).2.95 

m),3.44(2H.t.J=5Hz).3.54(2H,t,J=5Hz). 
4.83(2H.br-8).6.28(1 H.dd.J=8.5,2.5Hz>. 
6.32(1 H.dd.J=1 4.5.2.5Hz).6.75(1 H,t,J= 
8.5Hz) 

IR v(liq.) cm~ , :3364.3464 
MS(m/z):268(M*) 


36 




3E«fe:/'J*AttS[i a o-Pr 2 0] 

mp,87*-88 c t 

Tt^^ffffiS C n H| 8 FN 3 

aSlfiS C.63.13;H.7.71;N,20.08 
5I8*<2 C63 10;H.7.46;N,20.08 



[0073] 



Uil 7] 



(27) 



Jf^l 1 -3 2 2729 









37 




NMR(DMSO-dg) 6 ppm:1 .50-1 .65(4H.m). 
1 .65-1 .75(4H.in),3.07(4H.t. J=6Hz).4.70 
(2H,br-s).6.26(1H.dd.J=B.5,2.5Hz).6.31 
(1 H.dd.J=1 4.5,2.5Hz).6.71 (1 H.t. J=8.5H 
z), 

IR v(liq.) onT':3224.3356 
MS(m/z):208(M*) 






3B 


F 


NMR(DMSO-cL) DonrO 93f3M rf l-fi rm 
z).1 .20-1 .30(2H.m).1 .35-1 .50(1 H.m).1 . 
60-1 70(2H,m).2.45-2.60(2H,in),3.00-3 
.10(2H,m),4.81(2H t br-s),6.28(lH,dd.J= 

9,2.5Hz).6.32(lH.dd.J=14.5.2.5Hz).6.7 
4(1H.t,J=9Hz). 

IR v(liq.) cnT 1 :3224,3356.3464 
MS(m/z):208(M*) 


3d 


Ei -C N ^» 


NMR(CDCI 3 )a Ppm:0.91(3H,t,J=7.5Hz),1 
. 15-1. 30(1 H m) 1 32(2H auin J=7 «5H^ 
1 38(1 H,dd.J=1 2.4Hz).1 .43(1 H.dd.J=1 2 
,4Hz)J.76(2H.d.J=4HzX2.56(2H,td,J=1 
1 .5.2HzX3.26(2H.d. J=1 1 .5Hz).3.34(2H. 
br-s).6.39(1 H.dd. J=9.2.5Hz).6.42(1 H.d 
d.J=13.5.2.5Hz).6.82(1H.t J=9Hz) 

IR v(liq.) cm" 1 3352.3464 

MS(m/z):222(M*) 


40 


Bn -0 N ~^~ NHi 

F 


»fe«S[DMF-H 2 0] 
mp i 92*-93.5'C 
5c*#«T« C U H Z1 FN 2 

SStfi C,76.02;H,7.44;N.9.85 
C.75.8B;H.7.43;N.9.82 


41 




NM R(DMSO-d B ) <S pprn:3.25(3H,a).3 40-3 
45(4H.m),3.50(2H.t.J=4.5Hz),3.90-4.0 

0(2H.m),4.25-4.35(IH.rTi).4.6l(2H,br-s 

).6.25-6.35(3H.m) 
IR v (liq.) cm" , :3360,3430 
MS(m/z):240(M + ) 



[0074] [A18] 



(28) Wll-322729 







an cm ass an 


42 


n-PrO 


NMR(DMSO-d 6 ) 0 ppm:0.99(3H,t.J=7.5H 
z).1 .72(2H t sex.J=7.5Hz) f 2.82(4H t t,J=5 
Hz).3.67(4H,t,J=5Hz).3.83(2H,t.J=7.5H 
z).4.59(2H.br-s).6.09(1H.dd.J=8.5,2.5H 
z),6.23(1H,d,J=2.5Hz),6.59(1H.d.J=8.5 
Hz) 

IR v (liq.) cm 1 :3356.3448 
MS(m/z):236(M*) 


43 


y — o 


&£ftJg»[iso-PrOH-n-H C j<ane] 
mp.91. 5*^92^ 
5c*#*rte C l3 H 20 N 2 O 3 

C.61.88;H.7.99;N,1 1.10 
m&m. C.61.72:H,7.93;N. 11.05 


44 


<3-°-p— ■ 

F 

• 2HCI 


&»fe*Sfi[EtOH] 
mp. 193 — 195^ 
7C*#*ftt C M H 0 FN a O-2HCI 
SUB C.47.67:H.4.00:N.10.1 1 
C.47.70;H,3.83;N. 10.12 


45 




NMR(DMSO~d 0 ) d ppm:0.94(3H.t, J=7.5H 
z).1.65(2H.sex,J=7.5Hz).3.77(2H,t,J=7. 
5Hz),4.46(2H.br-s).6.50(2H.d.J=9Hz).6 
.63(2H,d.J=9Hz) 

IR vOiq.) cm~ , :3368.3440 

MS(m/z):151(M*) 


46 




NMR(CDCI 3 ) 6 ppm:3.44(3H,s).3.49(2H,b 
r-8),3.71(2H,t.J=5Hz).4.10(2H.t.J=5Hz 
}.6. 30-6.40(1 H.m).6 45(1 H,dd,J=1 2.5.2 
.5Hz).6.84(1H.t,J=8.5Hz) 

IR v(Hq.) cm*':3368,3460 

MS(m/z):185(M*) 


47 


F 


nWn^uwoU Qg^ o ppm. i ./ / v,^ri,quin,vi— / 
Hz).2.12(6H.s).2.32(2H.t.J=7Hz).3.88(2 
H,t,J=7Hz).4.81(2H.br-s).6.29(1H.ddd. 
J=9. 5.2.5.1.5Hz), 6. 38(1 H.dd.J=1 3.5,2. 5 
Hz).6.80(1H.t.J=9.5Hz) 

IR v (liq.) cm~':3216.3360 

MS(m/z):21 2(NT) 



[0 0 7 5] 1*19] 



(29) 



^BfWl 1-322729 







fete ewe asm 


48 




NMR(DMSO-d 6 ) 6 ppm:1 .50(2H,qu»n, J-7 
Hz),1.65(2H,quin.J=7Hz).2.11(6H.s).2. 
22<2H,t.J=7Hz),3.87(2H.t.J=7Hz).4.80( 
2H.br-s).6.29(1H.dd.J=8.5.2.5Hz).6.39( 
1 H.dd.J=1 3.5,2.5Hz).6.80(1 H.t.J=8.5Hz 
) 

IR v(liq.) cm* 1 :321 2,3360 


49 


F 


NMR(CDCI 3 ) 5 ppm:2.24(6H.s).2.43(2H.t. 
J=7.5Hz).2.75(3H,s).3.08(2H,t,J=7.5Hz 
),3.54(2HJ>r-s),6.35-6.45(2H,m).6.B4(1 
H.t,J=9Hz) 

IR i/(liq.) cm* , :321 6,3336 

MS(m/z):21 KM*) 


50 


F 


NMR(CDCI 3 ) 6 ppm:2.23{6H,s) f 2.47(2H,t. 
J=7.5Hz).2.85(2H,t,J=7.5Hz).3.B3(2H.b 
r-s),6.35-6.45(2H.m),7.24(1H.t.J=8Hz) 

IR v<liq.) cm":321 2,3352.3464 

MS(m/z):214(M*) 


51 


F 


NMR(DMSO-d 6 ) <S ppm:2.58(6H,s),4.79<2 
H.br-s).6.30(1H,dd.J=8.5,2.5Hz).6.33(1 
H.dd.J=14,2.5Hz),6.73(1H.t.J=8.5Hz) 

IR u (KBr) cnrT':3328,3456 

MS(m/z):154(M') 


52 




NMR(DMSO-d e ) 5 ppm:0.95(3H,t, J=7.5H 
z).2.57(3H.s),2.88(2H.q.J=7.5Hz).4.82( 
2H.br-8).6.29(1H.dd.J=9.2.5Hz).6.32(1 
H.dd.J=16.2.5Hz). 6.75(1 H.t.J=9Hz) 

IR v(liq.) cnT , :3224.3348 

MSfm/zVl 68(M*) 


53 


F 


NMR(DMSO-d 9 ) <5 ppm:0.89(6H.t. J=7Hz). 
2.91 (4H.q.J=7Hz).4.89(2H.br-s).6.2 5-6 
35(2H.m).6.78(1 H.t.J=9Hz) 
IR v (KBr) cm-':3208.3332 
MS(m/z):182(M*) 



[0070] 



[*2 0] 



(30) 



WBHTl 1-3 227 2 9 









54 


F 


NMR(DMS0-d e ) ppm:1 .40(9H.s).1 .45-1 
15(2H 1 75-1 85(2H m) 3 05-3 20( 
2H,m),3.55-3.70(2H,m) 1 4J)5-4.15(1H i m 
).4.90<2H.br-s),6.29(1 H,ddd,J=8.5,2.5, 
1 Hz).6.38(1 H.dd.J=1 3.5.2.5Hz).6.B4<1 H 
,t.J=8.5Hz) 

IR «/ Hia ) fcm" K 16fi2 3368 

in Sr \ 1 1 . / will • 1 W^pWUWO 

MS(m/z):310(M*) 


55 




ft»fe^UXAtta[iso-Pr 2 0] 

mp,85.5~ 86*t 

5c*#*r« C M H 1B FN 2 03 

SSitt C.59.56;H P 6.78;N.9.92 
5?»« C.59.43:H.7.06;N.9.89 


56 


OC n ~^~ nh ' 


«*fettttft[AcOEt-n-H©ptane] 

mp.81~82 < t 

5E*»«T«C (4 H I3 FN 2 

SSfcflE C.73.66:H.5.74;N, 12.27 
C.73.59;H,5.49;N. 12.29 



[00 77] #^f«l5 7 

N ^> > r /L > 4 ( tt&l ft U >- 
-4--f /i- ) r - ') > l - ( -f-tf-t/i.-Jh 'J > - 4 - ^ 

;l ) T - ij > 1 <) . 0 tf » 1 0 h ''/-M^ffc 

1 9 0ml.tr-th> 1 9 0mltf)jUtf«£.fcttflS#T, 
Vi\ * * > // A 7 o y H 2 1 . 0 ml rfltiT Lfc . 
*ffl? 3 0 JHilHSHT L . ^JfttllSmiSrih'JR L . y A V 
rntiLx-f/lt^L, ^eittiR2 5. 5gSr# 



*S h b hU St* 14 5-140. 5iWWSlCa#MWIiSr» 

7U*$MMtt C,,H„N,OjS 

flBftfll C, 65.83; H.6.14: N.8.53 

%Rftfi C . 65.60 : II . 6. 12 : N . 8.38 
[0078] ##paj 5 7 t mmiZ L 5 fifrb 8 

[0079] 
[*2 1 ] 



(3 1) 



ftBHT 11-322729 









56 


C n -0- mh2 

F 


**tfeltttS[iso-PrOH] 

mp. 120— 12lt 

7G3l##rffi C, 8 H )B FN 2 0 2 

SUfE C,6B.77;H,6.09;N<8.91 
SKI C.68.88:H.6.00:N,8.88 


59 




Hfcl8fi[Ac0Et-iso-Pr 2 O] 
mp,107~-108t 
TcJS^Wft C, n H,„FN„0, 

SSttt C.67.02:H.6.47:N,7.82 
C.66.90:H,6.35:N,7.73 


60 


e,oh C 


F 


**fe«»"[iao-PrOH] 
mp.1 23.5—1 25°C 
7c3s£Hfrfl6 C.H..FN.O* 

^ ^« •# i m 212$ 2 g 

Slttt C67.72;H.6.77;N.7.52 
*»fil C.67.63;H,6.81;N,7.47 


61 


F 


atftfeWttSCAcOEt-iso-PrjO] 

mp,78~78.5t 

7c3|4>4Jf flt C,«H.,FN-0. 

aStffi C.70.15;H.6.77;N,8.18 
SSfcfil C.70.10:H.6.77:M.8.17 


62 






3fe*fetttta[AcOEt-i*o-Pr 2 0] 

mp, 124. 5— 126^ 

5ulK#<}r{fi C 2n H 23 FN 2 0 2 

aatfll C.70.15;H.6.77;N.8.18 
*8ft C.70.11;H.6.83;N.8.12 


63 




F 


*»fett«S[i30-PrOH] 
mp,114~115t; 
7C*#*rfiS C 2l H 2 *FN 2 0 2 

aaifil C,70.76;H,7.07;N.7.86 
C.70.66;H,7.17;N,7.84 


64 




F 


*»fe»ttft[i*o-PrOH] 
mp.113.5~1 15t 
7C*»«rtt C ?B H„FN 7 0 7 

SSItt C.74.62;H.6.50;N.6.69 
*K« C,74.51;H.6.23;N.6.68 



[00 SO] [&2 2] 



(3 2) «BH¥1 1-3227 2 9 









65 


f 


3*«fe<6»[AcOEt-iso-Pr l O] 
mp.97~98.5t: 

7c*«-*r<6c a2 H I7 FN 2 o 4 

J31 31 IE. o.oo .do ,n ,o- / d , n ,o ,5>d 
SSfcfS C.65.59:H.6.98:N.6.96 


66 


F 


fcfe*f«B[iso-PrOH] 

mp.136.5~137 < t 
5c*«-«TfitC„H t2 FN,0 2 

3tKft C.66.50;H,6.49:N.12.14 


67 


IVPlO 


aL*fe«tta[iso-Pr,0] 

mp.1 1 0~ 1 1 1 °C 

7cfE^-«rttC 2 ,H ie N 2 0 4 

Jg- fll m C,68.09;H,7.O7;N, 7.0O 
ISBItt C.67.91;H,7.01;N,7.55 


68 


MeO— 


»fe*ftt«[Et 2 0-iso-Pr f O] 
mp,79. 5~80. 5*G 
5c*^*ffi£ C 21 H 2fi N 2 0 5 

JsEiM&l V/.00.2 7 ,H ,o. / o.N, 7 .ZD 

$81 C.65.12;H.6.67;N.7.25 


69 




*fe*tttfi[iso-PrOH] 

mp,67~67.5°C 

7C*^«r«C lfl H l7 NO, 

$B«L C,75.19;H.6.82:N,5.52 


70 


i*f>iO— NHZ 


*fel6S[i80-PrOH] 

mp.llO^IHt 

7C*#*rtt c 17 h 1b no 3 

SBfctt G 71 56-H 6 71-N 4 91 
MB C.71.52;H.6.79;N.4.96 


71 


rt-Bu— WHZ 


mp.59.5~60.5°C 

C.76.29:H.7.47:N.4.94 
£Stfi C.76.31:M.7.56:N.4.97 



[008 1] [#2 3] 



(33) «F0B¥1 1-3 22729 









72 


Me 


fcfetSSU* -Pr 2 0] 
mp.77.5~78t; 

!■§ C.75.27:H.o.71 .N.d.49 
StSSfil C.75.16;H.6 63;N.5 51 


73 


F 


*fe*6fi[iso-Pr,0] 
mp,84~84.5t 

3£gBfln C,63.88;H.4.2i ;N.5.3Z 
SUfctt C.64.0B;H.4.15;N.5.31 


74 




*fe*H*fi[iso-Pr,0] 

mp.123~124.5t 

7C*^«fiSC, 5 H, 8 F 3 N0 2 

SSI IE C.61 .02;H.4.10;N.4.74 
£5(£ C.61.12.H.4.04;N.4.74 


75 




*fe*H*S[AcOEt-n-He*an«»] 

mp.107~108t: 

5c*#«rtt C l0 H 17 NO, 

Sift tt C.75.22:H.5.37;N.4.39 
$Ht C.75.32:H.5.43;N.4.38 


76 


op* 

F 

• Ha 


3l»fe§tttfi[EtOHj 

(np.173~175"C 

7U*#*rfi£ C 1B H, s FN,0,-HCI 
SSftfi C.6O.89;H,4.30;N,7.47 
^Stfe C.60.84;H f 4.26;N.7.45 


77 


F 


Jllfe«fi[AcOEt3 
mp.91~ 92t 
7C*»ttttC l7 H !8 FN0 4 

SEBiE C,63.94;H.5.68;N,4.39 
C.63.71:H,5.59;N.4.35 


78 


p 


3H£»fe^UXAtta[iso-Pr 2 o] 

mp.81-5~82 < t; 

7C*#«TttC tB H 21 FN 2 0 3 

SSfcflB C.65.05;H,6.37:N.8.43 
UK ft C.64.93;H.6.37;N.8.46 


79 


F 


H«fe««[iso-Pr 2 0) ~1 

mp.74~75t; 

5c*#*T ft C !9 H 23 FN 2 0 3 

SHift C t 65.88;H.6.69;N,8.09 
C.65.86:H.6.67;N,7.98 



[00 82] [*E2 4] 



i7?C*A — d- 



(34) 8HJ¥1 1-3 2 27 29 









80 




NMR<DMS0-d.)5 ppm:1 .52(2H.quin. J=7 
Hz>,1 .70(2H.quin.J=7Hz),2.1 1(6H,9>.2. 
23(2H.t f J=7Hz).3.99(2H l t,J=7Hz).5.14( 
2H.s).7.06(1H.t.J=9Hz).7.14(1H.dd.J=9 
,1 Hz).7.30-7.42<6H.m).9.62(1 H.br-s) 

IR v(liq.) om~':1730 


81 




NMR(CDCI 3 ; o ppm:2.25(6H.Bj.2.47(ZH,t. 
J=7.5Hz).2.81 (3H,s),3.1 8(2H,t.J=7.5Hz 
).5.1 9<2H,s).6.59(1 H.br-s),6.86(1 H.t. J 
=9.5Hz),6.94(1H,d,J=9.5Hz),7.20-7.25( 
1H.m).7.30-7.45(5H.m> 

IR vOiq.) cm- , :1732, 31 80,3320 

MS(m/z):345(M*) 


82 




NMR(CDC» 3 ) 6 ppm:2.24(6H.s).2.50(2H,t. 
J=7.5Hz).2.94(2H.t.J=7.5Hz),5.20(2H f a 
).6.83(1 H.br-s).6.98(t H.dd,J=8.5,2.5Hz 
).7.25-7.45(7H.ro) 

IR i/(liq.) cm ':1 734,3332 

MS(m/z):348(M*) 


83 


— Q^NHZ 

\,i.y 


«lfe»ttS[i^-PrOH] 

mp.100~100.5t: 

5n*^«rttc l6 H 19 N0 2 

£19ll& C,76.84;H,6.81 :N.4.98 
SliSfi C.76.85:H.7.07:N.4.98 


84 


M^M-^^— MB 


HfeeSi[AcOEt-iso-Pr 2 0] 

mp. 106.5-107.5^ 

7C*#ttfcC ie H I(l N 2 0 2 

Satft C.71.09;H.6. 71 ;N. 10.36 
*Kft C.71.15:H.6.89;N. 10.35 


85 




NMR(DMSO-d a ) S ppm:3.64(6H.s).5.03(2 
H.s).7.13(2H.d.J=7.5Hz).7.26(1H.dd.J= 
9.2.5Hz).7.30-7.55(4H.m).7.70-7.75(1 
H.m). 1 0.3(1 H.br-s) 

IR v(KBr) cm* 1 1740 

MS(m/z):288(M*) 


86 


F 


**fe*6B[AeOEt-n-Heptane] 
mp.60~61 1 
7c3s#*T* C,,H„FN,0 I 

C.67.53;H.6.33;N.9.27 
SIKfe C.67.32;H.6.33;N.9.29 



[0083] 



[1625] 



(35) 



ftBHT 1 1-322729 









87 


F 


NMR(DMSO-d B ) £ ppm:0.96(6H.t.J=7.5H 
z).3.06(4H,q,J=7.5Hz).5.15(2H.3).6.95( 
1 H,t, J=9Hz),7.1 2(1 H.dd, J=9.2Hz).7.25 
-7.45<6H.m),9.62(1H.br-s) 

IR v(liq.) cm~':1706 

MS<m/z):316(M*) 


88 


F 


NMR(DMSO-d 6 ) $ ppm:1 .40(9H,s),1 .49-1 
.57(2H,m). 1.82-1 .8B(2H,m),3.1 3-3.20( 
2H.m),3.60-3.66(2H.m).4.35-4.41 (1 H P m 
X5.14(2H.s),7.10-7.16(2H,m).7.30-7.4 
4(6H.m).9.68(1H.br-s), 

IR v(liq.) crrTM 668.3304 

MS(m/z):444(M*) 



[ 0 0 8 1 ] S?JS-Ms <« 

N . N ' > tort - v b * > fj /I .if.* /I 3 * 
n-1 - ( b^v > > - i - Y'U T-*)> 
~$cM> -lerl--7 -y-n S . 5 (, ? /-)V\ Onil 

1 — >f /t > r - > ^ . f) () -rj) A 9 / -ill Oml ifffR 
5ri« K L T . WUT-flWtift- L tz Vim L fctt*SriMK 
L . X * / n T fit?* L X $ g&'iitt 3 . 12g* ftjt . 



3 0 1 x 3 G FN3O4 



TC^TfWfi C 20 ll 3 
fififftfll C, 60.74; H , 7.65; N, 10.63 
*BMR C , 60. 47 ; H , 7.93 ; N . 10. 53 
[0085] #*f*jS 9 b \4miZ lX9*tH 9 0 fyt : > 9 

[0086] 
1*2 6] 









90 


F 


NM R(DM SO-d B ) 5 ppm l .45<9H,s).3.26 ( 
3H,s),3.44(2H,t,J=4.5Hz).3.52(2H,t.J= 
4.5Hz) t 3.55-3.60{2H.m).4.00-4.10<2H, 
m).4.35-4.40(1 H,fn).6.46(1 H.t, J=8.5Hz) 
,7.04(1 H.dd.J=8.5.2Hz).7.22(1 H,dd,J=1 
5,2Hz).9.03(1H.br-a) 

IR v(liq.) ©m"':1 724,3328 

MS(m/z):340(NT) 


91 


Boc — ^~^-NHBoo 
F 


»*§fell#ttS[CH 3 CN] 

mp.220~ 221 *C 
S*#*r« C tB H 77 FN 7 0 5 

Mtt C.59.67;H.7.12;N.7.33 
C.59.45;H.7.24;N,7.37 


92 


QCm-hQ-hhb-c 
F 


«fetfttffl[iso-PrOH] 

mp.l77~180*t: 

5u*#*ffll C 19 H 2l FN 2 O s 

SSIM C,69.49;H.6.45;N.8.53 
318* C.69.46;H.6.72;N,8.61 



t f) 0 8 7 ] 

!K") -5- 

— \ — 4 *l ) 



t Hn*> 
*'J > - 1 

1; > 2 



X-Hl-~l>-**V-3- L I 
5. 0 tf^iJE'k-T-h^t 7 



•7> 2 5 0mli§?ft'C. . 6 3mol/L n-"/ 

*/l ij -7-0 y 4r \^ > ififls 5 0 ml ± - 7 8 C'Ctvif l : L 

( R ) ( ) ? \) V tl -X + V M 1 . 5ml 



:QNLRnOCiCu^ip_j4_^?p7pc*A- 



(36) 



1-3 22729 



5 0ml&fln;c. Wlftxf-yUTttaSLfc. ttSSSSr*. IS 
2 6. 5-127. 5T?)Aft£M'A&fll*:. 

TC^-JtWfli C M II : :,K*0;:S 

mmm c. 57.12: h.o.io; n. 9.52 



C, 56.85; H. 6.13; N, 9.25 
VtMtKM C«] d 20 -40.9* (c-O.l.DHSO) 

[0088] mm 93 1 mmz Lxm%m 9 4 1 

3 0i0fb-&^«r^, 
[0089] 
[&27] 



A- 



OH 



94 



95 



96 



97 



98 



99 



op- 





Et 





i**tfettt*B[EtOH] 

mp.178— 179tS 

7C*^«re C, 4 H 17 FN 2 O a 

3§§IM C.59.99:H.6.I1:N.9.99 
HKi C.59.97;H.6.06;N.9.98 

ttgjfeg [«V°-54.9' (c=0.1.DMSO) 



36«fe^a[AcOEt] 

mp.139.5~141t 

5E3S#«tM C„H„FN 2 0 4 

SSift C.59.25;H.6.53;N.8.64 
HHi C.5S.95:H.6.46:N.8.39 

ttlfeftg [a] D '°-43.r (c=0.1.DMSO) 



*fe«S[»ao-PrOH] 
mp.131~132t 
5cft#«Tfil C, 7 H„FN 2 0« 

Sit it C.60.34:H.6.85;N.8.28 
C.60.20:H.7.07;N.8.1 1 
ftgjfcg [«V-37.0 J (c=0.1.DMSO) 



2fc*fe»ttS[AoOEt-is©-Pr 2 0] 

mp.141.5~143t 

5cf*#*r« C„H 2l FN 2 O a 

MiHW. C.62.32;H.6.86.N.9.09 
3*S*f* C.62.21 ;H.6.94;N.9.01 

ftlE#g [a] 0 ^ °-42.9• (c=0.1.DMSO) 



fcfettttStiso-PrOH] 
mp.149~149.5t 
5E*#*rte C, 7 H 29 FN 2 0 3 

Sit ft C.63.34:H.7.19;N.8.69 
C.63.17;H.7.35;N.8.67 
ttlEjfcg [«] B "-43.0' (o=0.1.DMSO) 



[ 0 0 9 0 ] 



*fett*fi[iso-PrOH3 

mp.133.5~134.5t: 
5c*#*rfi£ C 22 H 2S FN 2 0, 

SSi£ C.68.73:H.6.55:N.7.29 
C.68.62;H,6.68;N.7.17 
tttgjfeg [a3 0 "-37.r (c=0.1.DMSO) 

[fS28] 



(37) 
o 



ftfiWl 1-3 2 272 9 





A 




100 




*fe*S£[AcOEt] 
mp,94.5~-96t 

TcfcttffifitC.aHjiFNjO, 

Sfittt C.58.68;H.6.84:N.7.60 
C.58.41;H.7.11;N.7.56 
iblfe-M la} 0 *°-37.9 m (c=0.1.DMSO) 


101 


Op- 

F 


»fflfe^yXixttS [AcOEt-iso-P^O] 

mp.1 18~119t 

5E*»«ffll C le H 4 ,FN,O a 

Stttt C.62.32:H.6.86:N.9.09 
SS&fil C.62.13.H.6.98:N.9.07 

ifcttjfeg [a D,, 10 - 36.9" (c=0.1.DMSO) 


102 


F 


*fetfttS[AcOEt] 

mp.1l3-«*114t 

5c*»««C, 6 H ?l FN 2 0 6 

SSlflt C.56.46:H.6.22;N.8.23 
*S*fifc C.56.30:H.6.33:N.8.24 

ltS63feft [a] D "-41.2* <c=0.1.DMSO) 


103 


F 


Mfe^'JXAttSCiso-PrOH] 
mp.150~l5lt 
7C*#*t« C, 6 H J0 FN a O 3 

attffi C.58.24:H.6.52:N. 13.58 
C.58.33;H.6.31;N, 13.56 
itJSjfcS taV°-38.9' (c=0.1.DMSO) 


104 


F 


»»fefc*[iso-PrOH] 
n>p.130~132*C 
7C*#*rfc C le H l6 FN 3 0 5 

MSHS. C.57. 71 ;H.6.63:N. 10.63 
C.57.55;H.6.87;N. 10.57 
lttt3tS [«] D "-36.0* (c=0.1.DMSO) 



[ 0 0 <) 1 ] 



[*29] 



(38) Wl 1 -3 2 27 29 



o 

ho 





A 




105 


o-p^ 

n-PrO 


NMR(DMSO-d 6 ) 6 ppm:1 .01 (3H.t,J=75Hz 
).1.76(2H,seK.J=7.5Hz).2.95(4H,t,J=5H 
z),3.53-3.59(1 H.m).3.62-3.6B(1 H,m),3. 
72(4H/t.J=5Hz).3.79(1H,dd.J=9,6.5Hz). 
3.93(2H/t,J=7.5Hz).4.03(1H,t.J=9Hz).4 
.61-4.68(1H.m).5.07(1H,t.J=5.5Hz),6.8 
7(1 H.d.J=9Hz),6.93(1 H,dd.J=9.2.5Hz). 
7.29(1 H,d,J=2.5Hz) 

IR v (KBr) cm 1 :! 738,3396 

MS(m/z):336(M*) 

lttt3fe£ [c*V°-35.1* (c=0.1,DMSO) 


106 


op- 


NMR(DMSO-d ft ) <$ ppm:2.96(4H,t.J=5Hz). 
3.33(3H.s), 3.53-3.60(1 H,m).3.62-3.70( 
1 H.m),3.68(2H,t,J=5Hz).3.71 (4H.t, J=5 
Hz) t 3.80(1H,dd,J=9,6.5Hz),4.04(1H,t.J 
=9Hz).4.09(2H.t.J=5Hz),4. 61 -4.68(1 H, 
m).5.08(1 H.t.J=5.5Hz).6.87(1 H,d.J=8.5 
Hz).6.98(1 H.dd. J=8.5,2.5Hz).7.28(1 H.d. 
J=2.5Hz) 

IR v (KBr) cm H :1 744.3440 

MS(m/z):352 

tklfeSfeff [a] 0 20 -36.0° (c=0.1.DMSO) 



IA3 0] 



(3 9) «W¥1 1-3 2 27 29 



o 

Vo 





A 




107 


"-Q- 


&*fe*Sii.[EtOH] 

mp, 127.5~ 128.5**: 
5c*#tfrft C n H 13 NO a 

9Stffi C,63.76;H,6.32;N,6.76 
C,63.59;H,6.39;N.6.78 
ttlfc*fiE [a] D 2O -55.0" (c=0.1 f DMSO) 


108 




NMR(DMSO-d B ) * ppmrl .1 7(3H,t. J=8Hz). 
2.58(2H.q.J=8Hz).3.50-3.60(1H.m),3.6 
0-3.70(1 H.m).3.81 (1 H.dd, J=8.5.6Hz).4. 
05(1 H.t,J=8.5Hz).4 60-4.70(1 H,m),5.08 
(1H.t.J=5.5Hz).7.20(2H.d,J=8.5Hz).7.4 
6(2H.d.J=8.5Hz) 

IR v(KBr) cm"':1 720,3480 

MS(m/z):221(wr) 

tttt5tffi [aV°-44.9° (c=0.1.DMSO) 1 


109 




ftfe«£g[AcOEt] 

mp,157~158.5°t; 

5c*##rffi C l3 H 17 NO« 

SHe C.62.14:H.6.82:N.5.57 
$6tt C,61.99;H,6.95;N.5.55 

ittE*£ [a] D "-41.r (c-O.I.DMSO) 


110 


MeO 


mp, 144-145.5^ 

7C*##rft C l? H lfl N0 5 

SaiM C.56.91;H.5.97;N.5.53 
* Rtt C,56.70;H,6 01 N.5.44 

itftifeJS [a] D Z0 -44.9* (c=0.1.DMSO) 


111 




HfefSS[AcOEt] 

mp.140.5~142% 
5c^##rffi C l4 H ie N0 3 

SSftfiS C,67.45;H.7.68;N.5.62 
C,67.35;H,7.70:N,5.65 
ttf£5fcl£ [a] D 20 -49.0- (c=0.1.DMSO) 



[(>()«) 5] 



(4 0) IfBBTl 1 -3 2 27 29 



o 

A_N v JL 





A 


fctt 
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«tfe^'jXA«a[EtOH] 

mp.150~151t; 

5u*»«rfit C„H, s NO a 

SLStfil C.65.14:H.6.83;N.6.33 
5Hlfi£ C.65.01:H.6.64;N.6.28 

itifejfett [aV°-45.9* (c=0.1.DMSO) 


113 


F 


Htfe^'JXA«ft[i80-PrOH] 

mp,74.5~75t 

7C*»«rttC 10 H,F s NO, 

SSI ft C.52.41 :H.3.96:N.6.1 1 
*S*f£ C.52.34;H.3.98;N.6.14 

itlfc&fi [«V'-51.r (c=0.1.DMSO) 


114 




HfettttfiLiso-PrOH] 

mp.121.5~123t; 

7C*»«T<t C n H, 0 F 3 N0 3 

SSI* C.50.58:H.3.86:N.5.36 
SKtl C.50.58;H,3.71 ;N.5.37 

ifc«!3fefi [aV°-44.9* (c=0.1,DMSO) 


115 


0*0 


mp.93~94 e C 

7cH»«ffi£C, e H l5 N0 4 

SSI ti£ C.67.36;H.5.30:N.4.91 
ffcSfe C.67.28:H.5 30;N.4.92 

it!63fe& [cr] o 20 -46.4* (c=0.4.MeOH) 
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*afe«atAcOEt] 
mp.137~ 139°C 

Tbm^mm. c^h^fn^ 

Satflt C.59.2I;H.4.31;N.9.21 
3?Kfi£ C.59.08:H.4.48;N.9.05 
ItlgjfeJS [a] o 20 -39.9' (c=0.1.DMSO) 
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F 


*WfeWttS[iso-PrOH] 

mp,119~120 < t 

7C*»«rttC n H„FN0 5 

iBltt C,54.73;H,5.65.N.4.91 
9gRfi C.54.58:H.5.55:N.4.89 

itl63fe« [«V 0 -40.9° (c=0.1.DMSO) 



[ 0 0 9 1 3 



[153 2] 



(4 1) 



«fBB¥ 1 1-322729 





A 


14)14[SeSi8«] 
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F 


*fe^UXAttS[AcOEt] 
mp. 127 — 128^ 
7C*##rttC M H l9 FN 2 0 4 

lit C.56.37;H,6.42;N.9.39 
C.56.32;H.6.22:N.9.37 
ItltXft [a] 0 »-42.2° (c=0.1.DMSO) 
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»lt»fe^'jXAttfi[AcOEt] 

mp,8Q*~81 ^ 

7C*##rft C ia H t1 FN s 0 4 

g»f£ C.57 68;H.6.78;N.8.97 
SSfcfil C,57.59:H.6.74:N.8.95 

Itttjfefi [a] 0 20 -38.2 # (c=0.1,DMSO) 
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*fettttS[iso-PrOH-iso-Pr 2 0] 

mp ? 66— 66.5^ 

5c*#*tB C, 6 H 23 FN 2 0 4 

SStflft C.58.88;H.7.10;N,8.58 
£g*tt C.58.64;H.6.81;N,8.49 

ttfcSfcft [a] D 20 -38.8° (c=0.1,DMSO) 
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«ttfettttS[iso-PrOH] 
mp,1 It — 11 

5c3R#tfr*£ C 16 H 22 FN 3 0 3 

C,57.86;H,7.12;N, 13.50 
C,57.96;H.7.12;N,13.40 

ttl^3t« [a] D 20 -40.0° (c=0.1.DMSO) 


122 


"**~^— O- 

F 


NMR(CDCI 3 ) 6 ppm:2.25(6H,s).2.51 (2H.t. 
J=7.5Hz).2.97(2H.t ( J=7.5Hz).3.76(1H.d 
d,J=12.5.4.5Hz).3.85-4.10(3H.m).4.70- 
4.80(1 H,m),7. 20(1 H,dd.J=8. 5, 2.5Hz),7. 
41(1 H.t. J=8.5Hz).7.47(1 H.dd.J=1 1 .5,2. 
5Hz) 

IR v (liq.) cm~':1754.3388 
MS(m/z):314(NP) 

tfc«l3feJ£ [a] D 20 -45.2° (c=0.1,DMSO) 



[ 0 0 9 5 ] 



[A3 3] 



(42) ttffl*?- 1 1-322729 





A 
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*fe*ttt£[CH 3 CN] 
mp.183 — 185t 

7c3£##rffi c 12 H, e N 2 0 3 

Saiffi C,6 1 00;H.6.83;N.1 1 .86 
C.60.90;H,6.95;N. 11.86 
[a] o 20 -53.8 # (c=0.1.DMSO) 
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F 


JRfe3fUXAttS[AcOEt] 

mp.128— 130^ 

7c3fc#*rttC l2 H t5 FN 2 0 3 

SSififi C,56.69;H.5.95;N.1 1 .02 
XKi C,56 66;H.6.24;N. 10.97 

Itfc&fi [a] D ,0 -51.r (c=0.1.DMSO> 


125 


F 


*fe*tttS[AcOEt-iso-Pr 2 0] 
mp. 95~96*fc 
5c*#tfrfeC 13 H 17 FN 2 0 3 

SSIH C. 58. 20;H.6.39;N. 10.44 
C,58.06;H.6.53;N. 10.36 
tt«€3feg [a] D 20 -54.8° (c=0.1.DMSO) 


126 


F 


NMR(DMSO-de) G ppm:0.99(3H,t, J=7.5H 
z).3.11(2H.q,J=7.5H2).3.56(1H.dd.J=12 
.3. 5Hz), 3.66(1 H,dd.J=12.3.5Hz),3.79(1 
H,dd.J=9,6.5Hz),4.04(1H,t.J=9Hz),4.60 
-4.70(1 H.m).5.09(1 H.br-s).7.03<1 H,t.J 
=9Hz).7.1 7(1 H,dd. J=9 f 2.5Hz).7.44(1 H.d 
d.J=15.2.5Hz) 

IR v (liq.) cnr':1 748,341 6 

MS(m/z):282(M*) 

ttft5fc& [a] 0 20 -39.2° (c=0.1,DMSO) 
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Hfe^'jXAttSCAcOEt] j 

mp.145.5~146.5°C 

7C*#*rteC M H 17 N0 3 

SiiflS C.68.00:H.6.93:N.5.66 

^KI C.67.88:H.7.23:N.5.68 
itSS*S [a] D 80 -51 1° (c=0.1.DMSO) 



[ 0 l.l «) o ] 



[«3'1] 



(43) 



tSPjIff 11-322729 



O 



OH 





A 
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a ea rpfnul 
Ifi^i LttOMJ 

mp.lOQ-'IIOt 

7C*^«Tfitt C 20 H 27 FN 2 O B 

S»flt C,58.53;H.6.63;N.6.83 

C,58.28:H.6.54;N.6.83 

ttte3fc£ [a] D 2O -32.0° (c=0.1.DMSO) 
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F 


^^ifif^UyCA** HiT AcOEt] 

mp.157~158 t fc 

7E*»fffiC, i H J3 FN J O e 

Sttffi C.56.54:H.6.06:N.7.33 
C.56.42:H.6.32:N.7.26 
ttKjfeS [«V°-30.1* (c=0.1.DMSO) 


130 


cop- 


j*«fe*SS[DMF] 
mp.243~245t 
7cSI»«f fl C )8 H, 7 FN 8 0 3 

Slitt C,65.84;H.5.22;N.8.53 
C.65.72:H.5.10:N.8.67 
[aV-43.2* (c=0.1.DMSO) 



[0097] #-3 -W 1 3 1 
( R ) 5 A? >.X/M:--/U?r^ >• 2 tf^- 

( H ) -5-tl ! n^ -7->t - 2 -^-4f V - 3 - L -1 
- ( -J-.**^* 'J > — -1-4 1 ) 7 .r.-'l- J tf^-fV'J 
i/> 1 o . t)s > I- '.) xwr = > i 0 . Suims? o 
n.x * > 2 0 0«l8HRtc*Hr«HT- K. * * > xii ^-fl 
7 \l 'J H 3.20 ml *rifi h' L £f£, ^jii'C 2 MHnHttff L 
fc, Rl£ffclO!k2 0 OmlSrJjU.ii'^ao^ t'jltill'.L 



74 . 



>L*$MJr#l C Ib H„N,O b S, 
*8ifMB C, 48.37 : 

mmm c. as. <n ; 



«5 — 1 7 5. 5*Cf)*Sfer 



H , 5.41 : N . 7.52 
H. 5.33 : N . 7.36 
r »4.2* (c-0.1 , D>f50) 
[0098] *J*W 1 3 1 t RtSC L -C#-?(«J 132*' 
*>1 7 0<HI:£44|$:fffc. 
[0099] 
[A3 5] 



(4 4) ^H¥l 1-3 227 2 9 



N> ^<vOnu 





A 




132 


op- 


[ AcOEt-iso-Pr.O] 

mp.111~112*t 

3cJH»«TffiC 15 H 1B FN,O s S 

Sfitffi C.50.27;H,5.34;N.7.82 
Ht*fitC,50.10;H.5.30;N,7.73 

tfcttftfi [a] D "-50.r {c=0.1.DMSO) 
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Stfe^'jXXsttBrAcOEt] f 

mp.124.5-125.5t: 

7C*##rfiS C i7 H„FN 2 O b S 

9!t ft C.50.74;H.5.76;N,6.96 

Sftl C.50.50;H.5.66;N.6.87 
tt£5fcK [a] D 20 -49.9° (c=0.1.DMSO) 
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Hfetf JRfi[isQ~PrOH] 

mp.128~128.5t; 

7C*#*rtt C, s H, 8 FN 3 O e S 

Slgtfifc C.51.91;H,6.05:N.6.73 
f&l*fi6 C.51 80;H.6.29:N.6.69 

lttt3fcj£ [a] D J0 -47.9° (e=0.1.DMSO) 
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F 


jfcUlgfe^'jX AttS [ iso-PrOH] 

mp.155~156.5t 

TcfUttflrfit C„H„FN 2 O s S 
ittl C.52.84:H.6.00:N.7.25 
*»tfi C,52.65;H.6.22;N.7.07 

Mstt3fe£ [a] D I0 -52.9° (c=0.1.DMSO> 
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JRfe«ttS[EtOH] 

mp.155~156t 

7C*##rfltC, a H, 5 FN 2 O s S 

Sli® C.53.99:H.6.29;N.7.00 
Slttl C.53.74;H.6.40;N.6.87 

itSl3fefi [«] D "-61.r <c=0.1.DMSO) 
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*fe«ttfitiso-PrOH] 
mp.131 ~132t 

nmiHfi fit c J3 h 17 fn,o 5 s 

Sttfit C.59.72:H.5.88;N.6.06 
XKi C,59.74:H.5.79:N,6.04 
ttfc^fcfi [a] D 20 -39.9' (c=0.1.DMSO) 



[0100] [«30] 



(45) 



1-322729 



OMs 





A 
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F 


&ffife*ttt£[AcOEt] 
mp,1 24- 124.5*1: 
7C*#*r« C 19 H 27 FN 2 0 7 S 

SUB C.51.11;H.G.10;N.6.27 
C.50.82;H,6.34;N.6.25 
it«E3feBE [a] D 20 -47.8* (c=0.1,DMSO) 


139 


Op- 

F 


*fe*fttft[AcOEt-iso-Pr 2 0] 

mp.121-~122.5t 

K*#*r« C 17 H„FN 2 0 $ S 

111 C.52.84;H.6.00;N.7.25 
3*Btfc C.52.57;H.6.16;N.7.20 

ItJK^ar [«V°-52.8- (c=0.1,DMSO) 
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F 


NMR(DMSO-d t ) ppm:3.22(3H.s).3.26(3 
H,s),3.45(2H p t.J=5Hz).3.53(2H.t,J=5Hz 
>.3.60-3.70(2H,m),3.77<1H,dd.J=9.5.6. 
5Hz).4.1 0-4.1 5(3H,m),4.35-4.45(1H.m) 
.4.44(1 H,dd,J=1 1 .5.5.5Hz).4.49(1 H.dd. 
J=1 1 5,3Hz),4.90-5.00(1 H,m).6.58(1 H,t 
,J=9Hz),7.12(lH,dd.J=9.2.5Hz) f 7.37(1 
H,dd.J=14.5.2.5Hz) 

IR v(liq.) cm 1 : 1754 

MS(m/z):418(M*) 

tttt*a [a] D 20 -45.7° (c=0.1.DMSO) 
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F 


Hfe^'jXAfcS[AcOEt] 

mp, 159. 5— 160.5**: 

5£^#*r ft C, B H 22 FN 3 0 5 S 

3Btea49.60:H.5.72:N. 10.85 
^Kffi C.49.58;H,5.46;N,10.75 

ItStjfeJS [flf] D 20 -49.0* (c=0.1.DMSO) 
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F 


mp.182.5~ 183.5^ 

TC^^ttlt C 20 H 28 FN 3 O ? S ! 

SSlfll C.50.73;H.5.96;N.8.87 

SRI C,50.63;H,6.11;N,8.88 
itVULBL [ar] D 20 -46.0° (c=0.1,DMSO) 



[0101] 



[S3 7 3 



(46) 



%sffl¥ 1 1. - 322729 



A-N ° 





A 




143 


MoO— ' 


itfe^'JXAttftCiso-PrOH] 
rop.100.5~1 01. 5t 

giiitt C.50.22:H.6.09:N.6.51 
XftM C.50.12:H.6.00;N.6.39 
itte^ff [a] o ,0 -44.2 e (c=0.1.DMS0) 


144 


n-PrO 


fF* /W. 1^* 

NMR(DMSO-d 6 ) 5 ppm:1 .01 (3H,t. J=7.5H 
z),1.76(2H,sex,J=7.5Hz),2.96(4H.t,J=5 
Hz).3.23(3H.s).3.72(4H.t.J=5Hz),3.80(l 
H.dd.J=9.6.5Hz).3.93(2H.t.J=7.5Hz),4. 
15(1 HX J=9Hz).4.44(1 H,dd.J=1 1 5,5Hz 
).4.50(t H.dd.J=1 1 .5, 3Hz).4. 93-5.00(1 H 
,m).6.88(1 H.d,J=8.5Hz).6.93(1 H.dd,J=8 
5,2.5Hz), 7.27(1 H.d.J=2.5Hz) 

IR v(liq.) cm , :1754 

MS(m/z):414(*T) 

ifcJE5fcffi [a] D 20 -41.9° (c=0.1.DMSO) 
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»Sfe*Sai>o-PrOH] ! 
mp, 128-130^ 
5£*##rM C 12 H 15 NO B S 

9Bfttt C.50.52.H.5.30;N,4.91 
C.50.23;H.5.30;N,4.83 
itSS3feft[a] 0 "-54.0* (c=0.1,DMSO) 


146 


p- 

Me' 


NMR(DMSO-d 6 ) $ ppm:2.32(3H.s),3.23(3 
H.s),3.83(lH.dd ( J=9.6Hz),4.18(1H.t.J= 
9Hz).4.45(1 H.dd.J=1 1 .5.5.5Hz).4.51 (1 H 
.dd.J=1 1 5.3Hz).4. 96-5.01 (1 H.m),6.96( 
1H.d.J=7.5Hz),7.27(1H.t,J=7.5Hz),7.30 
-7.40(2H.m) 1 

IR v(liq.) cm ':1754 

MS(m/z):285(NT) 

itl£5feA[a] o 20 -55.8 # (c=0.1.DMSO) 



[0 1 0 2] U<3 8] 



(4 7) ISBPFl 1 -3 22 72 9 



o 





A 
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Me 


*«fe^'JXAtta[iao-PrOH] 
mp.l 13—113.5^ 
5c*##r<ftC l3 H 17 N0 5 S 

III C,52.16;H.5.72;N,4.68 

*Hfit C.51 .91 ;H.5.56;N,4.63 
it£3fcft[a] D 20 -52.9° (c=0,1,DMSO) 1 
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JRfe«S[i80-PrOH] 

mp.86.5~ 88.5^ 

5c*»«rttC 13 H l7 N0 5 S 

S»flt C.52.16;H,5.72;N ( 4.68 
SKi C,52.07;H,5.93;N,4.69 

itt£3fc£[a] D 20 -59.r (c=0.1,DMSO) 
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*felSB[MeOH] 

mp.109-~110.5t 

5c*#*rf£C l5 H 2l N0 5 S 

S§lfiS C,55.03;H.6.47;N.4.28 
Hit C.54.86;H.6.25;N,436 

itS£5fcJ$[a] D 20 - 52.9° (o=4.1.DMSO) 
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F 


WfeISS 

NMR(DMSO-d B ) 0 ppm:3.23(3H.s).3.84(1 
H.dd.J=9,6.5Hz),4.19(1H,t,J=9Hz),4.46 
(1 H.dd, J=1 t .5.5.5H2).4.50(1 H,dd.J=1 1 . 
5.3Hz),4.95-5.05(1 H.m). 7.30-7.35(1 H. 
m), 7.45(1 H.dd,J=2Q.5.9Hz).7.65-7.75(1 
H.m) 

IR v(KBr) cm , :1732 
MS(m/z):307(NT) 

] D 20 -55.7° (c=0.1.DMSO) 
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flifeftttiSCiso-PrOH] 
mpJ03 — 105*t 
7C^#*Tfi* C I2 H t2 F 3 NO s S 
Sang C.42.48:H.3.56:N.4.13 
C t 42.41;H,3.43;N,4.03 
ltte3feJS[a] D 20 -55.1° (c=0.1 ( DMSO) 



[ 0 1 0 ? ] 



[*39] 



(48) WSW-1 1 -322729 



o 





A 
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*fe»Rtta[MeOH] 
mp.149~150t 

TcHtttlfrtt C 18 H 1s NO e S i 

SslfiS C.47.83;H.5.02;N,4.65 

SUfii C.48.02:H.4.95;N.4.72 
ittt3feft[a] D "-57.5' (c=0.5.DMSO) 
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StfettttSLiso-PrOH] 
mp.85.5~B7.5t 
5c*»«Ttt C,«H, e NO a S 

3gtttt C,51 05;H,5.81 ;N.4.25 

nmm. 0.50.77^,5.93^.4.30 

it » Jfefi[ a ] 0 "-48.9- (c=0.1.DMSO) 
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ftfettttS[AcOEt] 

mp.137~ 139*fc 

5E*»«feC l3 H l7 NO,S 

Slifll C.47.12:H.5.17:N.4.23 
£ttiE C,46.98;H.S.32;N,4.12 

lt«l3feS[a3o 20 -52.1* (c=0.1.DMSO) 
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o— o- 


3t»fe»n«S[AcOEt] 

mp.106~107t 

7cil»«Ttt C l7 H )7 NO e S 

Sttft C,56.19;H.4.72;N,3.85 
3ISt{£ C.55.97;H.4.72;N.3.84 

] o t0 -59.3' (c=0.5.M«OH) 


156 


/=\ 

F 


*tfe«tt£[EtOH] 
mp.120~12lt 
7C*»«Ttt C 16 H IS FN 2 0 6 S 

lit C.50.26;H.3.95;N.7.33 
C,50.24;H.3.93;N.7.27 
tt**«[a] D "-51.1 # (c=0.1.DMSO) 
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*feea[EtOH] 

mp.72.5~74'C 

5c*»«f fit C, 4 H„FNO,S 

Sttfc C.46.28:H.4.99;N.3.85 
fgltl C.46.22:H.4.95:N.3.83 

tt^3tflC[«V°-51.2° (c=0.1.DMSO) 



[ 0 1 0 4 ] 



[*4 0 ] 



(49) 



ftWPl 1-3 2 272 9 



O 





A 
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F 


JRfeSS [iao-PrOH-iso-PrjO] 
mp.61.5~62.5°C 

5c*^#rft C t6 H JI FN,0 6 S-1/4H J 0 
SSiM C,47.30;H.5.69;N.7.35 
Hlfcffi C.47.00;H.5.44;N.7.20 

ittt7tS[aV°-45.9° (c=0.1,DMS0) 
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F 


NMR(DMSO-d e ) 6 ppm:1 .84(2H.quin. J=6. 
5Hz).2.15(6H t B),2.37(2H.t.J=6.5Hz).3.2 
3(3H.s),3.80(1H.dd,J=9.6Hz).4.06(2H.t. 
J=6.5Hz).4.15(1H,t.J=9H2).4.45(1H.dd, 
J=1 1 .5.4.5Hz).4.51 (1 H,dd.J=1 1 .5.3Hz). 
4.95*5.00(1 H.m).7.15-7.24(2H,m). 7.52 
(1H.dd.J=13.5.2.5Hz) 

IR v (liq.) cr»T , :1754 

MS(m/z):390(IWT) 

ittSM[arV D -48.B # (c=0.1,DMSO) 
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F 


NMR(DMSO-d e )$ ppm: 1 .53(2H.quin.J= 
7Hz).1.72(2H.quin.J=7Hz).2.12(6H.s).2 
-24(2H.t,J=7Hz).3.23(3H.s).3.80(1H.dd. 
J=9.6Hz).4.04(2H.t.J=7Hz).4.15(1H.t.J 
=9Hz),4.45(lH,dd,J=11.5,5.5Hz),4.49(l 
H.dd. J=1 1 .5,3Hz),4.95~5.00(1 H.m),7.1 
5-7.25(1 H.m),7.31-7. 38(1 H.m),7.49-7. 
54(1 H.m) 

IR v (Hq.) cm~':1756 

tfclfc*£[aV 0 -14.0* (c=0.1.DMSO) 
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F 

- HO 


&ftft^»jXAtt«[EtOH] 

mp.143~144.5t; 

7C*^«r» C 18 H 24 FN 3 0 5 S-HCI 
JlSftfi C.45.12;H,5.92;N,9.87 
SlUtt C,44.99;H,5.88;N.9.72 

itS?3tJS[aV°-41.r (c=0.1.DMSO) 



[ o i o «? ] 



U<4 i ] 



(50) 



1-3 227 29 





A 
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NMR(CDCI 3 ) $ ppm:2.26(6H.s).2.52(2H,t. 
J=7.5Hz),2.96(2H.t.J=7.5Hz),3.1Q(3H.s 
),3.95(lH.dd.J=9,6Hz),4.14(1H,t,J=9Hz 
).4.43(1 H t dd.J=1 1 .5.4Hz>,4.50(1 H.dd, J 
=1 1.5.4Hz).4.90-5.00(1H.m),7.18(1H.d 
d.J=8.5,2.5Hz),7.42(1H.t,J=8.5Hz),7.46 
(1H f dd,J=11.5.2.5Hz) 

IR v(liq.) cnTM 176.1 358,1 758.3432 

MS(m/z):392CM*} 

itife5fe£[a]D 20 -53.4° (c=0.1.DMSO) 


163 




tlfe^UXAtt«[AcOEt-iso-Pr 2 0] 

mp.141.5~143t; 

7C3R»«T«C 13 H I8 N ? 0 5 S 

Stfffi C.49.67;H.5.77;N.8.91 
C,49.41;H,5.64;N.8.84 
lfclE3feaE[a]D 20 -55.9 o (c=0.1.DMSO) 


164 


***^)~- 

F 


NMR(DMSO-d e ) * ppm:2.88(6H.s). 3.23(3 
H,s).3.82(1 H.dd,J=9.6Hz),4.1 8(1 H,t.J= 
9Hz).4.45(1 H.dd.J=1 1 .5.5.5Hz).4.50(1 H 
,dd.J=1 1 ,5.3Hz),4. 95-5.05(1 H.m).7.20- 
7. 30(2H.m). 7.52(1 H.d,J=1 4Hz) 

IR vOiq.) cm'^WSS 

MS(m/z):332(M*) 

lt«l*ffi[a] D 20 -41.5- (c=0.1.DMSO) 


165 


F 


3t*fetSS[AcOEt-iso-Pr 2 0] 
mp. 66^67^ 

7C*#*T IS. C l4 H l9 FN 2 0 5 S 

C.48.55;H.5.53;N.8.09 
C.48.20;H.5.64:N,7.94 

it»3fcJS[a] D 2C ~58 5* (c=0.1.DMSO) 



[ 0 1 0 6 ] 



2] 



(51) 



WHHM 1 -3 227 29 



A-l 
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F 


NMR(DMSO-d e ) 6 ppm:1 .00(6H.t.J=7Hz). 
3.1 5(4H.q.J=7Hz).3.23(3H.s).3.81 (1 H.d 
d,J=9.6Hz).4.1 6(1 H,t,J=9Hz),4.45(1 H,d 
d.J=11.5.5.5Hz).4.50(1H.dd.J=11.5.3H 

„\ a oc_c ac/iu 7 fl*.— 7 l*iMH 7 
2;,4.SD ■ ■ , ' * • 1 ■ n , in y , / . 

1 5-7.25(1H.m).7.40-7.50(1 H.m) 
IR vOiq.) cm-':1 178,1360,1758, 
MS(m/z):360(M*) 

ttSE3fltffi[«3 D "-42.2° (c=0.1.DMSO) 


167 




*fe»ttati80-PrOH] 

mp.l UO.O^ lUZ.OA-r 

7C*»«ffilC 15 H 18 NO s S 

aSIM C.55.37:H.5.89;N.4.30 
$fti C.55.1 1 ;H,6.02:N,4.27 

lt£5fc£[a V°-58.r (c=0.1,DMSO) 


168 




*fe:7UXAttS[i«o-PrOH] 

mp.l to"" u/.3 w 

5c*#*rtt C s1 H !B FN,O b S 

Sjtft C,51.63;H,5.98;N.5.73 
3§»fil C.51.44:H.6.18:N.5.68 

V 0 ^^* (c=0.1.DMSO) 


169 




«fe^UXAtta[iso-PrOH] 
mp.1 14.5 — 1 17* 

Sliffi C.49.56:H.5.47:N.6.08 
HKffi C.49.46;H.5.67;N.6.03 

a ] D ">-46.0° (c=0.1.DMSO) 


170 


F 


&*Sfe«*Kffi[CH 3 CN] 
mp.201 —203* 
7C*«-«Tfii C,„H„FN 2 O s S 

Sit C.56.15:H.4.71:N.6.89 
C.56.13;H.4.62;N.6.93 
ttft3tKta] D 70 -51.2' (c=0.1.DMSO) 



[1)1 0 7] 7 1 

< r; ) s -riSV A+ii 2 3 "4 

•/ - 3 - . i - ( -J-ttt '1 # ') > - <1 - 4 /I ) 7 x. — 
'I J sT^^^'J •/> 1 1 . 5 a t f> It')' 1- ') r> >-'* S • 
^^sc?)«icN. N i,'A*>l*>ll*y = h*1 1 0ml Si 

iSiis i- . ( » 5 <.-:- 3 wm&tett '- Htft • meawc 

j ( ) o ml 1- Jin i fllfitsx -1- ;l ~Z-W& L ^ WltiSift $r '!< . 
f>!lln/fJii'fc-:iilP:;>:i['fcT'L . Wight 



L £: , r > -f ^ V o t'/l x— -r/l T'i5t?T» L . WifSfe 
yiJ{.8 . R 3 - iMSX^M.TW^'i.JfjL , fflL£ 

110-11 l"C<0*!IC!tt*S:f»^:. 

mikiM C . 52.65 : II. r >. 37 ; N . 21 .03 
g?|fcfifi <•. 52.47: H. 5.35: N . 21.05 
ItttJtK - « J t :r ' -124. 1 ( <: -0. 1 . DMSII) 

[010ft] 1 7 1 t wmz l x iwi 1 7 2 *• 
•3 2 1 2?){l£W*:m2 
I 0 1 0 9 ) 
I HA 3 1 



(52) 



ftfflW-l 1-3 227 2 9 



a-nN 



172 



o-p- 



*fe*£S[AcOEt] 

mp.108~109.5t: 

5E*»«rttC, 4 H 16 FN 5 O t 

USUI C,55.08;H.5.28;N,22.94 
SKfE C,54.88:H.5.1 2:N,22.70 

tfcgjfeg[a] n 20 -136.4 a (c=0.1.DMSO) 



F 




*fetttt»[AcOEt-iso-Pr 2 0] 

mp.89'-'90 0 C 

5i*#*rttC ls H 20 FN 8 0 J 

SSIflfc C.55.01:H.5.77:N.20 05 
£«fit C,54.83;H.5.72;N.19.88 

ltftifeg[«] D i " > -1ia.5° (c=0.1.DMSO) 




.74 EW -V_y^ // 

F 



J*»fe*tttS[iso-PrOH] 

mp.66~67 < fc 

5c*»«rlfe C 1T H„FN,0 3 

Saifil C.55.1 9:H.6.10:N.19.27 
S»fi C,56.05;H.6.36;N.19.23 

ttteftgEttVO-IIO.S' (c=0.1.DMSO) 
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3t*fe^'jXAtta[AcOEt-iso-Pr 2 0] 

mp.97.5~98.5tJ 

Tzm&Hm. C ls H 70 FN s O r 

C.57.65:H.6.05;N.21.01 
SHI C.57.69;H.6.21:N. 20.90 
tttejfeg[a3 D ' 0 -122.4' (c=0.1.DMSO) 



176 




F 



*fe«t*S[EtOH] 

mp.99~100 < C 

5c*»«r«C, 7 H„FN s 0 2 

311 {£ C,58.78;H.6.38;N.20.16 
SeStte C.58.66;H.6.47;N. 20.06 

itte3te^£[aV 0 -117.3• (c=0.1.DMSO) 



177 



«fitttt£[M«OH] 

mp.138.5~140.5°C 
7c3s$Mflfi[ C 22 H 24 FN s 0 2 

SMfil C.64.53;H.5.91;N.17.10 
C.64.42:H.5.71:N.17.14 
tttfeftg [«3 D '°-B9.1* (c=0.l,DMSO) 



[01 10] 



[«4 1] 



(53) 



fflSW- 11-322729 



A-N 





A 








NMR(DMSO-d 8 ) 5 ppm: 1.55-1 .65(2 H.m) 
,1.90-2.00(2H.m).2.75-2.80(2H.m).3. 
1 5-3. 25(2H.m), 3. 27(3H,s). 3.40-3. 50( 
1H,m),3.45(2H,t,J=5HzX3.56(2H.t,J= 
5Hz),3.6 7(1 H,dd,J=1 3.5,6Hz). 3. 70-3. 
80(2H,m).4.10(1H,t ( J=9Hz),4.80-4.90 
(1H.m),7.06(1H,t.J=9Hz),7.17(1H,dd. 
J=9.2.5Hz),7.45(1H.dd,J=15.2.5Hz) 

IR v(liq.) cnT'il 756,21 12 

MS(m/z):393(M*) 

tttt*£[a] D 20 -100.3° <c=0.1.DMSO) 


178 


F 


179 


F 


NMR(DMSO-d 6 ) S ppm:3.26(3H.s).3.45( 
2H,t.J=4.5Hz).3.53(2H.t.J=4.5Hz).3.6 
0-3.75(5H.m),4.08(1H.t.J=9Hz),4.05- 
4.1 5(2H.m),4. 35-4.45(1 H,m).4. 80-4. 9 
0(1 H,m).6.58(1 H,t, J=8.5Hz),7.1 2(1 H, 
dd,J=8.5.2Hz).7.38(1H,dd,J=14.5,2Hz 
) 

IR v(liq.) cnrTM 752,21 12 
MS(m/z):365(M*) 

fctftjtS [flf] D 20 -91.4 # (c=0.1,DMSO) 






180 


o~p- 


Mfe£S[AcOEt-iso-Pr 2 0] 

mp.67~67.5t: 

7C*»*f* C l6 H 20 FN 8 O 2 

Sfiifi C.57.65;H.6.05;N, 21.01 
*©&fit C.57.66;H,6.09;N. 21.05 

itSS3fc£[a] D 20 -122.6' (c=0.1,DMSO) 


181 




*fe«ft-«a[iso-PrOH] 

rnpj 06. 5~ 107^ 

5c*#*T £ C l5 H IB FN c 0 2 

SStfil C.53.88:H.5.73:N.25.14 
3£B*fil C.53.88;H,5.63;N.25.14 

tfcte7feS[a] D 20 -118.5° (c=0.1.DMSO) 



[ 0 1 1 1] 



1&4 5 ] 



(54) 



fflffl 3 ?- 1 1-322729 



o 





A 




182 


F 


a»fet+ttS[iso-PrOH] 

mn 1 19^11 

nip, i i & i i w 

7c3t#ttfc C„H 25 FN.0 4 

SSIfe C,54.28:H.5.99;N,1 9.99 
HKffi C.54.20;H.6.09;N.20.07 

lt«l7feS[a] 0 JO -101.9* (c=0.1.DMSO) 


183 


op- 

n-PK> 


»«fe*ttt»[i»o-PrOH] 

mp,86.5-'B7t 

3ct^ftIC l7 H 2 ,N 5 0 4 

SSItt C.56.50;H.6.4t;N.19.38 

V°-108.8 o (c=0.1 f DMS0) 


184 


oo 


N M R (D M SO-d B ) £ ppm:2.96(4H.t. J=5Hz 

),3.33(3H,s),3.64-3.79(9H,m) t 4.08-4. 

14(3H.m).4. 82-4. 88(1 H. m). 6. 88(1 H.d. 

J=8.5Hz). 6. 98(1 H.dd.J=8. 5.2.5Hz). 7. 

26(1 H.d. J=2.5Hz) 
IR v(liq.) cm _, :1 754.21 12 

fwl %>\ m/ . o / / v wm ) 

tfcl65fe« [a] D 2O -98.0 # (c=0.1.DMSO) 


185 




NMR(CDCI 3 )<5 ppm:2.33(3H,e).3.59(1H. 

dd.J = 1 3. 5,4. 5Hz). 3. 68(1 H.dd.J=13.5. 

4. 5Hz).3. 84(1 H. dd.J=9.6Hz). 4.08(1 H. 

t.J=9Hz).4.74-4.80(1H.m).7.18(2H.d. 

J=8Hz).7.41 (2H.d.J=8Hz) 
IR v(liq.) cm _, :1754.21 12 
MS(m/z):232(ir) 

tttt5fefi[a] D 20 -119.1- (c=0.1,DMSO) 


186 


p- 

Me 


NMR(DMSO-d 9 )$ ppm:2.32(3H .s).3.68( 
1H.dd.J = 13.5.6Hz).3.70-3.80(2H,m).4 
.1 3(1 H,t.J=9Hz).4. 80-4. 90(1 H.m).6.9 
5(1H.d.J = 8Hz).7.26(1H,t.J=8Hz),7.30 
-7.40(2H.m) 

IR v (KBr) cm"':l 736.21 16 

MS(m/z):232(M*) 

ttJfc*£E[«] D "-1«8-1* (c=0.1,DMSO) ! 



I f) 1 1 2 ] 



[&4 6] 



(55) 



WBBT 1 1-322729 





A 




187 


Me 


mp.85-~85.5t: 
7C*#ttM C l2 H l4 N # 0 2 

HSIS* C.5B.53;H f 5.73;N f 22.75 
C.5B.30;H.5.59;N,22.46 
ifcft3feS[a] D 20 -140.4° (c=0.1,DMSO) 


188 


/==\ 


NMR(DMSO-d B )ff ppm.1 .1 7(3H.t.J=BHz 
).2.59(2H.t,J=8Hz),3,67(1H.dd,J=13. 
5,5.5Hz),3.70-3.80(2H.m),4.1 3(1 H.t, J 
=9Hz),4.80-4.90(1H t m) t 7.22(2H,d,J= 
8.5Hz),7.45(2H,d,J=8.5Hz) 

IR v(!iq.) cm M 752,21 12 

MS(m/z):246(M*) 

ittfe5fc£[a] D 20 -140.9 o (c=0.1,DMSO) 


189 




*fe^y^Att«[AcOEt-n-Hexane] 
mp,80^81 °C 

SStffi C.53.22:H.4.87:N.22.57 
SRft C.53.28;H.4.96;N.22.60 
a:te5feft[af] D 20 -158.5 o (c=0.5.MoOH) 


190 




NMR(DMS0-d 5 ) 6 ppm:3.67<1 H,dd.J=1 3 
5.6Hz) t 3.70-3.8O(2H,m).3.74(3H.s),3 
.76(3H,s).4.1 2(1 H,t.J=9Hz).4, 80-4.90 
(1 H.m).6.90-7.00(2H,m).7.30(1 H.d.J= 
2.5Hz) 

IR v (liq.) cm^M 750.21 12 
MS(m/z):278(IYP) 

lttt*fi[a] D 20 -113.5° (c=0.1,DMSO) 



[0113] 



[./i4 7] 



(56) 19BB¥ll-3 



o 





A 




191 




NMR(DMSO-d e ) S ppm:0.97(3H.t.J=7.5H 
z).1.71(2H,aex.J=7.5Hz).3.66(1H.dd,J= 
1 3.5.5.5Hz).3.70-3.B0(2H.m),3.91 (2H.t. 
J=7.5Hz).4.1 0(1 H.t.J=9Hz),4. 80-4. 90( 
1H.m).6.95(2H.d.J=9Hz),7.43(2H.d.J=9 
Hz) 

IR v(liq.) cm ' 1 756,21 12 
MS(m/z):276(M*) 

lt«l5tl£[aV 0 -114.9* (c=0.1.DMSO) 


192 




NMR(DMSO-d e ) ppm:0.89(3H.t.J=7.5H 
z).1.30(2H.sex.J=7.5Hz).1.54(2H.quin. 
J=7.5Hz).2.56(2H.t.J=7.5Hz).3.67(1H.d 
d.J=1 3.5.6Hz).3.70-3.B0(2H.m).4.1 3(1 
H.t.J=9Hz),4.80-4.90(1H.m).7.20(2H 1 d. 
J=8.5Hz).7.45(2H.d.J=B.5Hz) 

IR v(liq.) cm" 1 :l754,2112 

MS(m/z):274(M*) 

lfc«l3tlS[a]D 20 -132.6- (c=0.1,DMSO) 


193 


'O- 


NMR(DMSO-d«) 5 ppm:3.68(1 H,dd, J=1 3. 
5,5.5Hz),3.75(1H,dd,J=13.5.5.5Hz),3.7 
8(1 H.dd. J=9.5.5Hz),4.1 4(1 H.t. J=9Hz).4 
.80-4.90(1 H v m).7.22(2H.t.J=9Hz).7.58( 
2H.dd.J=9.4Hz) 

IR v(liq.) cm* 1 :! 754.21 12 

MS(m/z):236(M*) 

it£3fc&[ or ] 0 20 -1 27.3 (c=0.1 .DMSO) 


194 


'-p- 

F 


NMR(DMSO-d fl ) 5 ppm:3.70(1 H.dd.J=14. 
5.5Hz).3.75(1 H.dd, J=1 4.3Hz).3.79(1 H.d 
d.J=9,6Hz),4.1 4(1 H,t,J=9Hz).4. 85-4.95 
(1H,m).7. 30-7. 35(1 H.m),7.45(1 H.dd.J = 
20.9Hz).7.65-7.75(1H.m) 

ir v(KBr) cm-^iyeo^iie 

MS(m/z):254(lT) 
| tt«c3fefi[a] D 20 -128.8* (c=0.KDMSO) 



[0111] [*<18] 



(57) «fBim 1-3 2 27 29 



o 

A "V-k 



##« 


A 




1 □ «> 




NMR(DMSO _ d 6 ) 6 ppm:3.69(1 H.dd. J=1 3. 
5.5.5Hz),3.76(1H,dd.J=13.5.3.5Hz),3.7 
8(1H.dd.J=9,6Hz).4.14(1H.t,J=9Hz) i 4.8 
5-4.95(1 H.m), 7. 44(2H,d.J=9Hz). 7. 58(2 
H.d.J=9Hz) 

IR v(liq.) cm" , :1 754,21 12 

MS(m/z):252(M*) 

ltft3feS[a] D "-144.4- (c=0.1.DMSO) 


196 




*tfe*tttS[iso-PrOH] 

mo 75 5-~77t 

7t3fmHfi f£ C n H0F 3 N 4 O2 

SH<E C,46.16;H.3.17;N. 19.58 
£Rtt C.46.24;H.3.00;N, 19.68 

ttSS3fe*[aV°-118.8 p (c=0.1,DMSO) 


197 




JHfe^UXAttSEAcOEt-n-Hanano] 
mp.90~91 1 

C ie H t4 N 4 O a 
Saiffi C.61.93:H.4.55:N. 18.06 
C,62.10:H.4.49:N. 17.97 
itat3fe£[aV°-140.4* (c=0.5 t MeOM) 


198 


o-p- 

F 


NMR(CDCI 3 )6 ppm:3.61(1H.dd.J=13.4.5H 
z).3.75(1 H.dd,J=1 3.4. 5Hz).3 87(1 H.dd. 
J=8.5.6Hz).4.1 0(1 H.t.J=8.5Hz).4. 75-4. 
85(1 H.m).7.1 4(1 H.t.J=9Hz).7.2O-7.30( 
3H.m).7.63(lH.dd.J=12.5 f 3Hz).8.35(1H. 
d. J=3.5Hz),B.38(1 H.d.J=2Hz) 

IR v(liq.) cm" 1 :! 756.21 12 

M5(m/z):329(MO 

Jt£*£[a] D 20 -118.7 P (c=0.1.DMSO) 


199 


F 


Mfe«ttS[EtOH] 

mp, 75-76^ 

Ttm^m C 13 H 16 FN 4 0 4 

SSifft C,50.32;H.4.87;N,18.06 
HUfi C.50.27:H.4.94;N. 18.01 

iti£5fc£[a] D 20 -119.B # (c=0.1,DMSO) 



[0 1 15] 9 3 



BNSDOCID <Jg 4l13 2g729A 



(58) 



1 1 -322729 





A 
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*fe^UXAttS[iao-Pr,0] 
mp.91 *^92 < C 
5c*»«TMC M H l8 FN 5 0 3 

SSitt C, 52.01 ;H.5.61 ;N,21 .66 
C,51.99;H.5.44;N.21.60 
tttt5feK[a] D 20 -114.r (c=0.1.DMSO) 


201 


p- 

F 


NMR(DMSO"d 6 ) 5 ppm:1 .84(2H.quin, J=6. 
5Hz).2.14(6H.s).2.35(2H.t.J=6.5Hz).3.6 
8(1 H,dd.J=1 3.5.6Hz),3.70-3.80(2H.m). 
4.06(2H.t.J=6.5Hz),4.11(1H.t.J=9Hz).4 
.80-4.90(1 H.m).7.1 5-7.21 (2H,m), 7. 53( 
1H,dd,J=14,2Hz) 

IR v(liq.) cm l :1754.2112 

MS(m/z):337(M*) 

\tVL%& [a] D 20 -97.7° (c=0.1.DMSO) 


202 




NMR(DMSO-d tt ) 6 ppm:1 .53(2H.quin.J= 
7Hz).1.72(2H t quin,J=7Hz),2.12(6H.s).2 
.24(2H,t.J=7Hz).3.67(1H.dd.J=1 3.5,5.5 
Hz).3.73(1H.dd.J=13.5.3Hz).3.75(1H.dd 
.J=9.6Hz).4.04(2H.t,J=7Hz).4.1 1 (1 H.t. 
J=9Hz).4.83-4.89(1 H,m),7.1 5-7.21 (2H. 
m).7.52(1 H.dd. J=1 3.5.2.5Hz) 

IR i/(liq.) crn'M 754.21 12 j 

MS(m/z):351(M*) 

ttSISfefi [a] D 20 -88.6° (c=0.1.DMSO) 


203 


F 


NMR(CDCI 3 ) 6 ppm:2.25(6H,s),2.48(2H,t. 
J=7.5Hz).2.85(3H.s).3.23(2H.t.J=7.5Hz 
) r 3.59(1H f dd,J=13.5,4.5Hz) f 3.69(1H.dd, 
J=1 3.5,4. 5Hz),3.81{1H.dd,J=9,6Hz).4.0 
4(1 H.t.J=9Hz),4. 70-4.80(1 H.m).6.91 (1 
H,t.J=9Hz).7.10(1H.dd.J=9.2.5Hz).7.37 
(1H.dd,J=14.5.2.5Hz) 

IR v(liq.) cm- , :1754.2112 

MS(m/z):336(M*) 

ttt63tfi[[a] D 20 -112.6 o (c=0.1.DMSO) 



[01 10] 



1*50] 



I 



(59) 



ftHFPl 1 -3 2 2 729 





A 
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NMR(CDCI 3 )<y ppm:2.25(6H,s),2.52(2H,t, 
J=7.5Hz).2.98(2H,t.J=7.5Hz).3.60(1H.d 
d,J=13.4.5Hz),3.73(1H.dd.J=13.4.5Hz). 
3.85(1 H.dd.J=9.6Hz).4.07(1 H,t,J=9Hz). 
4.75-4.85(1 H.m),7.20(1 H f dd.J=8.5.2.5 
Mz),7.42(1H.t f J=8.5Hz).7.46(1H.dd.J=1 
1.5.2.5Hz) 

IR v(liq.) cm" 1 :! 756.21 12 
MS(m/z):339(M*) 

itfc*£[*] D 20 -95,9 o (c=0.1,DMSO) 


205 




mp,1 12 — 1 13*0 

5cS#*r£ C I? H ls N 6 0 2 

S&ftfe C.55.16;H.5.79;N,26.80 
*Bttt C t 55.12;H.5.60;N.26.73 

42.0' (c=0.1.DMSO> 
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F 


NMR(DMSO-d fl ) 8 ppm:2.75(6H.8),3.66(1 
H,dd.J=13.5,5.5Hz).3.70-3.75(2H,m),4. 
1 0(1 H,t t J=9Hz).4.80-4.90(l H,m).6.98( 
1 H.t. J=9Hz).7.1 5(1 H.dd. J=9.2.5Hz).7.4 
3(1H.dd,J=15.2.5Hz) 

IR v (KBr) cirT , :1752,2108 

MS(m/z):279(M + ) 

tt£*i£[a] 0 20 -137.8 (c=0.KDMSO) 
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F 


NMR(DMSO-d 6 ) £ ppm:1 .03(3H.t.J=7Hz). 
2.73(3H.s).3.12(2H.q.J=7Hz),3.67(1H,d 
d.J=13.5.5.5Hz).3.70-3.80(2H,m).4.10( 
1 H.t. J=9Hz),4. 80-4.90(1 H.m),6.98(l H.t 
.J=9Hz).7.1 6(1 H.dd. J=9.2.5Hz).7.42(1 
H.dd.J=15.5.2.5Hz) 

IR v (liq.) om~':1 756,21 12 

MS(m/z):293(M*) 

itK3fe£[a] D 20 -134.8° (c=0.1,DMSO) 



[01 IT] 



[«5 1 3 



BNSDOCtD <JP 411322729A J > 



(60) 



13IET1 1 -3 22 7 29 



o 





A 
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NMR(DMS0-d 6 ) 8 ppm:0.99(6H.t.J=7.5H 
z).3.1 2(4H.q.J=7.5Hz).3.67(1 H.dd.J=1 3 
.5.5.5Hz).3.70-3.80(2H.m).4.11(1H,t.J= 
9Hz). 4.80-4 .90(1 H.m).7.03(1 H.t.J=9Hz 
).7.1 7(1 H.dd.J=9,2.5Hz). 7.42(1 H.dd.J = 
15.5.2.5Hz) 

IR v(liq.) cm':1 756.21 12 

MS(m/z):307(M*) 

JtJE3ta[a] D M -105.8* (c=0.1.DMSO) 
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Hfe«ttfl[iso-PrOH] 
mp.104~105.5°C 

7cm#mm.c, t H„H t o t 

9ttfit C.61.75:H.5.92:N. 20.58 
SUfE C.61.64:H.5.73;N.20.54 
itte3fe£[aV 0 -135.9* (c=0.1.DMSO) 
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JUfc^UXAttffitiso-PrOH] 
mp.111~112.5"C 

9£tft C.55.16;H.6.02:N. 16.08 
3?»ffi C.55.07:H.6.15:N. 15.88 
it£3fc£[«] D 20 -86 .3° (c=0.1.DMSO) 
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*fe^'jXA«a[i»o-PrOH3 

mp,122~123t 

7C*#«T<£ C„H„FN s O s 

SSIfE C.53.07;H.5.44;N.17.19 
IfcKft C.53.02:H.5.66:N. 17.22 

tt*fc*l$[«;| l , J0 -96.8 o (c=0.1.DMSO) 


212 


o>p- 

F 


*fettttS[AoOEt] 
mp.192~193 c C 

7C*#tfrtt C„H 16 FN 6 O j | 
Salflfl. C.61.18;H.4.56:N. 19.82 
Sieffi C.61. 01 ;H.4.46;N. 19.43 

ttSfcjfc&CaVO-^O.?' (c=0.1.DMSO) 



[01 18] m*%M2 1 3 

(R) 5 YiSVt+H 3 T3 7/1 4 
(t^9>>-l -'f H.) 7.T.-JI-J -2 -J**''** 

(R) 5 TiSVA+H 3 T4 (4 tort-"/ 
V*> /}H;\-:=.H L^7v> - 1 -4H ) - 
n7j. -H J - 2 > > 1 ■ 0 0 g 

(*. 1 6%&(t*^fti?x*/t.fiftft2 ObI S-UU/.-C^a 

-;- 3 o ttfflfttT i . was l tzm&zirm i tz , £ H e B (i * 

&l< 1 O^Mftlt-J- 1- 'J ■>A*8fRR«:flnJS."CT/i 'Jft 



0.72s Srttfc. -f '/ro/V /HEr» ^^feUb L T ML 
All 1-1 1 5X^.)«CU£ H B n *-f#*:, 
ittWHTrfl c: i4 Hi7KN 6 o, 

C. r )2.4'J: II. r >.3 r >; N. 26.24 
HSfcffi C. 52.24 ; H. 5-21; N. 20.15 

tmym. : « j t » - 127. 3" ( <: -o. i . \-m\ ) 
[oi i9] ##Pi2 i itwmzLx-^m-i 1 4^ 

»->2 1 o^WLSlfrZWz, 
[0120] 
t/i5 2] 



(6 1) 



15IJff"P 1 1-322729 





! A 
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F 

• Ha 


*fe^UXi*ttS[MeOH] 
mp.169~ WOt 
7fc*^*fffi C 15 H ie FN 5 0 3 -HCI 
Sttte C,48.46;H.5.15;N. 18.84 
C,48.23;H.5.12;N, 18.65 
tt!£3fe£[tt] 0 2C -99.8 o (c=0.1,DMSO) 
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F 

- HCI 


NMR(DMSO-d fl )<5 ppm:3 67(1 H.dd,J=1 4. 
6Hz).3.7O-3.80(2H.m),4.02(2H.dd.J=12 
.5HzM.12(1H.t,J=9Hz).4.41(2H.dd,J=1 
2.7Hz),4.80-4.90<1H.Fn).5.05-5.15(lH. 
m).7.05(1 H,t,J=9Hz). 7.22(1 H.dd. J=9,2 
Hz).7.60(1H.dd.J=13.5.2Hz).9.46(tH.br 
-s) 

IR v(KBr) cm"':l 744,2116 
MS(m/z):343(M*) 

tt£3fcj£[aV 0 -108.6° (c=0.1,DMSO) 



[01 21] m^M2 1 ( : > 

( K ) -5 - T> K X -7-/1 - 3 - LI- ( 4-X-T-/I, b 
^ v > > — 1 — -f #L > ~ 3 - tn?x-/l J - 2 - 

\) iS > 

i R ) 5 7* > H X 3 f 3 7 /I * a 4 

( t:^-/> > - i - >f /i ) 7 X a j - 2-5*-*v.*3r 

■*f v » j > > 5 . o a g > * i j o a 2 . l o g iiin /}< 

-f-/l 1 . 4 0il«r»TL 3BSIffieaM»Lfc* 



4. 53gtftfc. ftftXfiP n-^7 6 ^^^ai?ft^^ 

JU^Hfffft C iC H 21 KN C <>2 
aiifttfi C , r > r ). 16 : II , 6.0* ; N, 24. 12 
*l&fi C , 95.22 : II . 6.20 ; N . 24.03 
JtJfc.ftfS L«J c"-130.T (cr-0.1 . DMSII) 
[0122] $ -tfffl 2 1 0 k RtStC L -C#*WI 2 17*' 

[01 23] 
[*53] 



(62) 



«FfiB¥] 1-3 2 27 29 



A-N 



o 





A 
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n-Pr-l/ /*— 

F 


a«fettttS[iso-PrOH3 

mp.113.5~114.5t 

7c|i#«f6C w H„FN 9 0 3 

SHifig C,56.34:H.6.40:N.23.19 
ffcSSfil C.56.32;H.6.48;N.23.17 

tfcttifeff[o]„ ,0 -114.3* (c=0.1.DMSO) 
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n-Bu-f/ \*— d ^ 

F 


2fc*fel»*ttfi[i«o-PrOH] 

mp.102~103t; 

7C*»«<6 C )e H„FM e 0 2 .1/8H l O 
SSftt* C.57.09;H.6.72;N.22.19 
C.57.10;H.6.86;N,22.20 
ttlt3feS[a]D 20 -104.8' (c=0.1.DMSO) 
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\ — / V — v 
F 


*fe«tttS[AcOEt-iso-Pr,0] 

mp.125~126.5°C 

7clR^«TttC„H„FN,0 4 

HI C.53.20:H.5.70:N.20.68 
HtJHK C,53.03:H.5 47:N,20.49 

ttte3tff[aV°-101.5- (c=0.1,DMSO) 
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F 


Hfi^I [ AcOEt-i»o-Pr t O] 
mp.64.5~66 < t 
7CiR^W<£ C 80 H 2? FN e O 4 

C.55.29;H.6.26:N.19.34 
SSfe C 55.2 5:H.6.33:N. 19.31 
ttfcjfeg [a]n io -89.0° (c=O.I,DMSO) 



[0 1 2<1] #JS f«l2 2 1 

(R) 3 "4 '4 (5 V'JVt+iV 2 X 
■\ V ;t df-fr V "J i,' > 3 - < il ) -2-7 >l tfn 7 .t. X 

/i j t-^.v>> - 1 - -f >i . mt ?r > i?x-?-/i. 

<R) 5 7VH^W 3 T3 7/Ltfa 4- 
( 7 > > 1 i >l) 7 x 1 2 V .^df- 
■9-/ *} i-"> 7 . 0 0 « > "7" 7 ') H /L 3 . 5 6 ml <7> 

x -? ./ /L 7 Oral ifcifi *■ 1 K 1SUBJ&JAHL I K .. £ i>£ 
fckStt L , // -7 is 7D7 I- :/ f? 7 -r — < > !J tV t-'/L . V 
X-J-/L x— r a ) -C-mSS L'C . KCLttA 7 .50s Z'A 
fz, A V7D's / il«w%#fc'jJbL~tt.Aft 2-8 3'C 

H. 5.99 
II. S.ftt 
' — '->3-0 (<: 



N. 19.9':) 

K . 19.97 
-0.1 . I1MS0) 



)tmmm c? 1h h, 

flttlftfel C. 5-1-28: 
*Sfcffi C. 53.99 : 
JtSSltK L«.'t 1: 
[0 123] #^(«12 2 2 

(R) 5 Vj/F.X'M. 3 T3 7/1 tfo 4 
L-l- ( 3-/ h*>rnti--»l. ) t^7>> - 1 - 

( R ) 5 ri/F-X^rt. 3 T3 7/ltfo 4 



( fcy*?S/ > ~ 1 - < AO 7a-. -A J -2-=**V** 
1/-/!Jy'y5. 00stMJXf/ir5>'3. 2 6mlCO 
•r h 5> t H n 7 7 >■ 5 0 ml &JKKtK8*«T . 3 - h 
^■>-7"ab".-+x/u^n '.J H 2 . 3 0 g«ff<7tl-'07 
7>1 Oali*tt£flrFl&tft. 1 lSltl*JW«ff LA:. S 
lw«(^<$r iju/l-C^fiSx^/i tiih.'l! Lfc . JiliHltt&ftU 

»ca»t. EWBttft. *tt£tti£»*Lfc. ««^-f 
v :/d./ < 7 -;U v To t'/l x— ^J^Ts'iJii 
(L I . atttn CiSSiBi 1 • 3 3 g £ % tz . x ? 7 - /l *» 
Ts'iJIiL-C 81^.9 9-1 01 X:c?)^:Si&r'.J X2^^*rf5 

KN 6 0 4 

H. 5.70 : N.20.WS 



mm c 
xmrn c 

Jt»t«:K 



53.20 : 

5^.07 : II. 5.6R ; K.20.7 r ) 
a J c » -106.9* ( c:-0.1.DMSl) 
[ 0 1 2 0 ] #*M2 2 2 tPltt(CL-C#*W2 2 3A' 
^>2 2 6WlfcfVftS»fc. 
[0127] 
[*5'1] 



r«kic-rvr-^ir> * 1 



(6 3) 



1-322729 



A-N. 



O 

ho 





A 
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F 


StSfe^XAttStEtOH] 

mp,105~106t 

5c*^«fteC 16 H 19 FNa0 4 

WMlfc C.50.79:H.5.06:N.22.21 
Sftft G.50.66;H,5.16;N,22.20 

ifcSfc#£[«] o *°-103.9* (c=0.1.DMSO) 
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F 


»»fe^'jXAttB[i 8 o-PrOH] 

mp.80~81.5t 

5t*#«T«S C„H 20 FN,O 5 

SSIfS C.51.91;H.5.12:N.17.80 
Sgfftlft C.51.91;H.4.87;N.17.75 

ttlfe3feflE[a] D l0 -98.6' (c=0.1.0MSO) 
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UeO F 


NMR(DMSO-d.) <5 ppm:t 50-1 70(2Htn) 
1.80-2.00(2H.m),2.57(2H,t.J=6Hz).3.20 
-3.40(2H,m).3.23(3H,s).3.56(2H,t,J=6H 
z),3.65-3.85(4H.m).3.67(1H.dd.J=13.5. 
5.5Hz),4.1 2(1 H,t.J=9Hz),4. 50-4.60(1 H. 
m).4.80-4 .90(1 H.m).7. 22(1 H,dd.J=9.2.5 
Hz).7.27(1 H.t.J=9Hz).7.54(l H.dd,J=1 3. 
5,2.5Hz) 

IR v(liq.) cm* 1 :! 756,21 12 

MS(m/z):421(M*) 

tt«l3ftS taV 0 -86.2* (c=0.1.DMSO) 
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F 


*«fe^';XAtt«[iso-PrOH] | 

mp, 82~83~C 

5c*#»ttC 16 H ie FN fi O s 

C.49.32:H,4.41 ;N.1 9.1 7 
XtSff C.49.05;H.4.32;N.19.18 
ttte5feEtta] D ?0 -103.9- (c=0.1,DMS0) 



[01 28] Ptm22 7 

(TM 5 r>KXM 2 5f*V 3 "4 
(■f--tt/l* , J> 4 </L) 7x.U* */t-1-tV'y> 
> 8 . 5 0g>h l j7 x— '1 *X7 -f > 7 . 08 

lift* L fz Z9>$lfimzli4 . 8ml £ Jjll*. 4 O'CT" 1 4 
»*raan£!Hef¥ L ^ ifrf*. KJGRI- * 1 o Omi SrUn^. l 

y-VA-cr ;l tfyftfc Lfcfit. >5>Q 



n.X*>-.;*?y-/t (30: 1 ) tt«arc*WiJLfc,, 

L . « Efe'iilfi 6 . 8 8 g £ f fflftx */L ^ 
$Sn B R I . BUS 119. 5-121 X'c")JSCl*SiBiS:»fe .. 

Tt^TfWI C : <II : ,N:CKS 
"IJrafi C , r >7. 31 : II. 6. 53 : K, 14.32 
^Kffi C . 57.30 : H. 6.45: N. 14.06 
JtttJfcK L« J c"-35.9" (c-O.l , DMSII) 
[0 129] ♦#M2 2 7tM«KLt«*W2 2 8*« 

[0130] 



(64) 



1 -3227 29 





A 
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/=\ 
F 


*fe*SS[AcOEtJ 
mp.100~101.5t 

afitiS C,60.20;H,6.5O;N. 15.04 
£6t£ C,60.16;H.6.44;N,15.18 
tttfc#£ [a] D 20 -38.9* (c=0.1,DMSO) 
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yT-X /==\ 

F 


i*»feea[iBo-PrOH-iBO-Pr 2 0] 

mp,90~92*fc 

tl*# Wffi C l5 H 20 FN,O 2 

Slfce C.61.42:H.6.87;N. 14.32 
C,61.16;H.6.56;N, 14.40 
Ifcte^fi [a] 0 20 -36.1° (c=0.1.DMSO) 
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F 


*fettttS[AcOEt-iso-Pr 2 0] 
mp.102— 102.5^ 
7c*>rflrifi C lfi H„FN 3 0 3 

SStiL C.59.43;H.6.86;N, 12.99 
C,59.13;H.6.72:N. 12.89 
ittt3tfiE [«] D 20 -35.0« (c=0.1,DMSO) 
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*»fe*Sfl[iso-PrOH] 

mp,85~86.5°C 

7zMtt W1E C, 7 H 2 4FN 3 0 3 

aSfcfll C.60.52;H.7.17;N.12.45 
SIKI C.60.28;H.7.42;N.1 2.42 

itte3fefi [a] D 2 °-29.r (c=0.1,DMSO) 
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F 


JifeitttB[AoOEt-iso-Pr 2 0] 
mp.1 11.5—1 13^ 

*n# /J HI IK w 1 fi 1 1 2 2 1 v 2 

SSftfi C.62 52;H. 7.21, N, 13.67 
fgfiSfi C.62.43;H.7.43:N. 13.59 
itlE3tS [a] 0 ao -35.9 s (c=0.1.DMSO) 
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-p- 

F 


Hlfe«ttS[iBo-PrOH] 

mp.1 13~114t 

7C*»«T«I C.jH^FN,©, 

IHI C.63 52:H.7.53:N.13.07 
^StM C.63. 34;H, 7. 84;N. 12.97 

tttt3fe£ [a] D "-35.9' (c=0.1.DMSO) 



[ f ) 1 SI] 



1*5 6] 



(65) 11-322729 





A 
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-op- 


*fefeA[iso-PrOH] 

mp.1 20.5—122*0 
5c*#*rti C 22 H 26 FN 3 0 2 

a»f£ C,68.91;H,6.83;N f 10.96 
C,68.93;H,6.B0;N f 10.99 
itttifefi [«] D 20 -28.9' (c^O.I.DMSO) 
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F 


NMR(DMSO-d 6 ) £ ppm:1 52(2H r br-s).1 .5 
5-1 ,65(2H.m),1 .90-2.OO(2H,m).2.70-2. 
85(3H.m),2.85(1H.dd.J=13.5.5Hz),3.l5 
-3.25(2H,m).3. 27(3H.s). 3.40-3.50(1 H. 
m).3.45(2H.t.J=5Hz),3.56(2H,t.J=5Hz). 
3.81(1H,dd.J=9.6.5Hz),4.01(1H.t.J=9H 
z).4.55-4.65(l H,m),7.05< 1 H.t.J=9Hz).7 
.1 7(1 H.dd.J=9.2.5Hz).7.46(1 H.dd.J=1 5. 
2,5Hz) 

IR v(liq.) crn'M 744.3380 
MS(m/z):367(M*) 

ttteftg [a] o f0 -30.r (c=0.1,DMSO) 
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Meo -C N -^- 


5**8fe*£B[AcOEt] 

mp. 105—106.5*0 

7C*##ff£C 14 H lfl FN 3 0 3 

MUtM C.56.94;H.6.14;N,14.23 
^^1 C.56.68;H.5.92;N, 14.00 

it»5tS [a] 0 ?0 -36.r (c=0.1,DMS0) 
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F 


NMR(DMSO-d 6 ) 6 ppm:1 54(2H,br-*),2.7 
9(1H.dd,J=13.5.5Hz).2.84(1H.dd.J=13. 
5.5Hz).3.26(3H.s).3.45(2H,t.J=4.5Hz),3 
.53(2H.t.J=4.5Hz).3.60-3.65(2H.m).3.7 
8(1 H.dd.J=8. 5.6.5Hz), 3.98(1 H,t.J=8.5H 
z).4.05-4.15(2H,m).4.35-4.45(1H,m) f 4. 
50-4.60(1 H.m).6.57(1H.t.J=8.5HzX7. 12 
(1H.dd.J=8.5.2Hz),7.38(1H f dd,J=1 4.5,2 
Hz) 

IR v (liq.) cm* 1 :! 744,3384 
MS(m/z):339(M*) 

ttte3fc£ [a] D 20 -27.9° (c=0.1.DMSO) 







(6 6) »1 1 -322729 



□ 





A 




238 


OP- 

F 


JHfeeaCAcOEt-iso-PrjO] 

mp,B7~87.5t 

7C*^«flt C„H„FN s O, 

SMS C.62.52:H.7.2t:N. 13.67 
ffcKfc C.62.23;H.7.2B:N. 13.51 

ttft^fi [«] D ,o -44.0" (c=0.1.DMSO) 
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op- 

M«0— ' 


NMR(DMSO-d 6 )£ ppm:1 .51 (2H.br-s).2.8 

nf1H rl<4 1=11 *V «iHi1 9 RlflH dd J = 1 3 

5.5Hz).2.96(4H.t.J=5Hz).3.33(3H.s).3.6 
8(2H.t,J=5Hz).3.71(4H.t,J=5Hz).3.8l(1 
H.dd.J=9.6.5Hz).4.02(1H.t.J=9Hz>.4.09 
(2H.t.J=5Hz).4.52-4.60(1 H,m).6.87(1 H. 
d,J=8.5Hz).6.9B(1H.dd,J=8.5.2.5Hz),7. 
27(1H.d.J=2.5Hz) 

IR v(KBr) cm-'rl 748,3496 

MS(m/z):351(W) 

itftftg [a] D 2O -25.0° (c=0.1.0MSO) 
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op- 

n-PrO 


z),1 .58(2H.br-s).1 .76(2H.sex,J=7.5Hz). 
2.75-2.90(2H,m).2.95(4H,t,J=5Hz),3.72 
(4H.t i J=5Hz),3.81(1H,dd.J=9.6.5Hz),3. 
93<2H.t.J=7. 5Hz). 4.02(1 H.t.J=9Hz).4. 5 
3-4.60(1 H,m),6.87(1H.d.J=9Hz),6. 94(1 
H.dd,J=9.2.5Hz).7.29(1H.d,J=2.5Hz) 

IR v(KBr> cm" 1 :! 732.3388 

MS(m/z):335(M*) 

tttt5feff [a] 0 20 -28.0 # (c=0.1.DMSO) 


241 




NMR(DMS0»d 6 ) <S ppm:2.27(3H.s).2.80(1 
H.dd, J=1 3.5, 5Hz),2. 85(1 H.dd, J=1 3.5.5 
Hz).3.07(2H.br-*).3.82(1H.dd.J=8.5,6H 
z),4.02(1H.t.J=8.5Hz),4. 53-4.61(1 H.m) 
f 7.18(2H r d,J=8.5Hz).7.43(2H.d.J=8.5Hz 
) 

IR v (KBr) cm"':1 748.3356 
MS(m/z):206(NT) 

tt«3fcff [a] D 20 -38.r (c=0.1.DMSO> 



[0 1 3 3] [*5 8] 



(6 7) IfffiH 2 -] 1-322729 



I I 





A 
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P- 

Mr 


NMR(DMSO-d e ) 5 ppm:1 .52(2H.br-s).2.3 
1 (3H.s),2.B0(l H.dd.J=1 3.5>5.5Hz).2.B6( 
1 H,dd,J=1 3.5.5.5Hz).3.83(1 H.dd.J=8.5. 
6Hz).4.04(1H.t.J=B.5Hz) ( 4.55-4.61(1H. 
m).6.93(1 H,d.J=8Hz).7.25(l H.t.J=8Hz). 
7.35-7.40(2H.m) 

IR v(liq.) ©nT':1 748.3392 

MS(m/z):206(M*) 

ttlEifefi [a] D 20 -36.9* (c=0.1,DMSO) 
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Me 


NMR(DMSO~d 6 ) 5 ppm:1 .60(2H,br-a),2.1 
9(3H,s).2.22(3H,s),2.80(1 H,dd,J=1 3.5.5 
5Hz).2.85(1H.dd.J=13.5,5.5Hz).3.81(1 
H.dd. J=9.6Hz).4.01 (1 H.t.J=9Hz).4.50- 
4.60(1 H.m).7.11(1H.d.J=8.5Hz), 7.27(1 
H.dd. J=8.5,2.5Hz). 7.32(1 H.d,J=2.5Hz) 

IR v(KBr) cnT 1 :1 730.3420 

MS(m/z):220(M + ) 

itffifcft ta] D 20 -37.0° (c=0.1.DMSO) 
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_/=\ 


NMR(DMS0-d fl ) 6 ppm:1 .1 7(3H.t. J=7.5H 
z).2.35(2H.br-a).2.58(2H.q.J=7.5Hz),2. 
8l(1H.dd.J=1 3.5. 5Hz). 2.85(1 H.dd. J=l 3 
.5.5Hz). 3.83(1 H,dd,J=9,5Hz),4.03(1 H.t. 
J=9Hz).4.55-4.65(1H,m),7.20(2H,d,J=8 
.5Hz).7.46(2H.d.J=8.5Hz) 

IR v (KBr) cm-M 730.3356 

tttt*g [aV°-38.1° (c=0.1.DMSO) 
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JRfe^gXAttSLAcOEt-n-Hexane] 

mp.BO-BI'fc 

5u*^«f«C n H M N 2 0 3 

31ti£ C.59.45;H.6.35;N. 12.61 
C.59.49;H.6.32:N. 12.60 
it KifeS [«] D 20 -59.0° (c=0.5.MeOH) 



[01 3 4 ] 



nwonnrin <.ip 4ti3??7?9A j > 



(6 8) KM*! 1 -3 22729 



A-N I 





A 




246 


MeO 


NMR(DMS0-d 6 ) 6 ppro:2.B0(2H,br-*).2.B 
1(1H,dd.J=13.5,5Hz).2.86(1H.dd.J=13. 
5.5Hz).3.74(3H.*).3.76(3H.s).3.82(1H,d 
d.J=8.5.6.5Hz).4.03(1H.t.J=8.5Hz),4.55 
-4.65(1 H.m).6.90-7.00(2H.m).7 30-7.3 
5(1 H.m) 

IR v(liq.) cm" 1 :! 736.3436 

MS(m/z):252(M*) 

tt&%& [a] D "-38.2- (c=0.1.DMSO) 
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NMR(DMSO-d 6 ) 6 ppm:0.97(3H.t,J=7.5H 
z).1 .71 (2H.*ex.J=7.5Hz>.2.80(1 H,dd,J= 
1 3.5.5Hz).2. 85(1 H,dd. J=13.5.5Hz). 3.1 0 
(2H.br-s),3.81 (1 H.dd, J=8.5.6.5Hz).3.91 
(2H/t.J=7.5Hz).4.01(1H.t,J=8.5Hz).4.5 
0-4.60(lH.m).6.94(2H.d.J=9Hz). 7.44(2 
H.d.J=9Hz) 

IR v(KBr) cm' 1 :! 732.3336 

tttS3fcS t«] D 20 -37.0 tt (c=0.1 t DMSO) 
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NMR(DMSO-d 6 )5 ppm:0.89(3H.t. J=7.5H 
z).1.30(2H,sex,J=7.5Hz),1.54(2H,quin. 
J=7.5Hz),2.55(2H t t.J=7.5Hz).2.80(1H.d 
d,J=13.5.5Hz).2.85(1H,dd.J=13.5.5Hz). 
3.1 3(2H.br-s).3.83(1 H.dd, J=9.6.5Hz).4. 
03(1H,t.J=9Hz).4.50-4.60(1H.m) ( 7.18( 
2H.d,J=8.5Hz).7.45(2H.d.J=8.5Hz) 

IR v(KBr) cm-':1 748,3356 

MS(m/z):248(M*) 

it£3fctt [a] D 20 -35.8* (c=0.1.DMSO) 



[0 1 3 5] [/ibO] 



RNsnnr.in <-f> 4U322729A j > 



(6 9) mm*) 1-3 22729 

o 





A 
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f -o- 


N M R(DM SO-d«) 5 ppm:2.81 (1 H,dd. J=1 3. 
5.5Hz).2.86(1 H.dd. J=1 3.5.5Hz),2.84(2H 
.br-*),3.85(1 H,dd.J=8.5.5Hz).4.05(1 H.t 
.J=8.5Hz),4.55-4.65(1 H.m).7.21 <2H,t.J 
=9Hz).7.55-7.60(2H,m) 

IR v (KBr) cm" 1 : 1728.3328 

MS(m/z):210(M*) 

itlE3feS [ffVMO.O' (c=0.1,DMSO) 
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p -Q- 

p 


*fefeS[AcOEt-iso-Pr 2 0] 

mp ( 47— 49*t: 

7c£t»#rttC 10 H 10 F 2 N 2 O 2 

3»f£ C.52.63;H.4.42;N.12.28 
3S8f£ C.52.84;H.4.41;N.12.17 

itft3fe« [«] D ,0 -37.0 B (c=0.5.MeOH) 
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/==\ 


NMR(DMSO-d„) $ PP m:1 83(2H,br-s),2 8 

1(1H.dd.J=13.5.5Hz).2.87(1H,dd,J=t3. 

5,5Hz),3.85(1H,dd t J=9,5Hz).4.05(1H.t. 

J=9Hz).4.55-4.65<1H,m),7.42<2H.d,J=8 

.5Hz).7.59(2H.d,J=8.5Hz) 
IR v (KBr)' cm" 1 :1 732,3332 
MS(m/z):226(M*) 

ttftife* [a] D "-40.5 w (c=0.KDMSO) 
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*fel8ft[iso-PrOHHso-Pr 2 0] 

mp. 60-^*62^ 

7tMt#*rffiC II H II F 3 N 2 0 2 

aSlfB C.50.77:H,4 26;N.10.77 
*Sftffi C,50.76;H,4.14;N,10.73 

it«!5feg [a] D 20 -33.0* (c=0.1.DMSO) 
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0~0 


Jift^UXAttaCAoOEt] 

mp,1 10 — 11 it 

5c^##rttC IB H I6 N 2 0 3 

SUA C.67.59;H.5.67;N.9.85 
^ttl C,67.31;H.5.69;N,9.84 

it«E*£ [a] D ao -51.5- (c=0.5,MeOH) 



[0136] 



[«0 1] 



(7 0) 



mm^l 1-3 2 27 29 



A-N. 





A 
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^ftfejSStAoOEt-n-Hexane) 

mp,78~»79^C 

5c*^«ftt C 1S H M FN,0 3 

afitfltt C.S9.40:H.4.65:N.1 3.85 
C.59.35;H.4.73;N.1 3.77 
itftftft [«]„"-40.r (c=0.1.DMSO) 


255 


F 


NMR(CDCI 3 ) o ppm:1 .3U2H,br-«J,Z.9BU 
H.dd.J=1 3.5.4.5Hz).3.1 1 (1 H.dd.J=1 3.5. 
4.5Hz).3.45(3H,*).3.76(2H,t,J=4.5Hz),3 
.82(1 H.dd,J=8.5.6.5Hz),4.00(1 H.t,J=8.5 
Hz).4.18(2H.t.J=4.5Hz).4.60-4.70(1H. 
m).7.00(1H.t.J=9Hz).7. 10-7.20(1 H.m).7 
.47(1H.dd.J=13.3Hz) 

IR v (KBr) cnTM 746.3328.3396 

MS(m/z):284(M*) 

YtlSLM [a] D "-33.0* (c=0.1.DMSO) 
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F 


NMR(DMSO-d 6 ) c ppm:2.22t6ri,B;,Z.03vZ 
H.t,J=6Hz),2.8G(1 H,dd. J=1 3.5.5Hz).2.8 
6(1H.dd,J=13.5.5Hz),3J9(2Hibr-s),3.8 
2(lH,dd.J=8.5.6.5Hz),4.02(1H,t,J=8.5H 
z),4.1 0(2H,t,J=6Hz).4. 55-4.6 1 (1 H,m),7 
.1 4-7.21 (2H,m),7.52(1H.dd,J=1 5.5.2.5 
Hz) 

IR v (KBr) cm'':1 730,3328 
MS(m/z):297(M*) 

ttte5fefi ta] D 20 -40.0° (c=0.1,DMSO) 
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F 


[iso-PrOH-iso-Pr 2 0] 
mp,61 ~63*fc 

TtmMnm. c 16 H„FN a o, 

Stttt C.57.86;H.7.12;N. 13.50 
£BtfK C.57.61;H.6.78;N.13.19 
ttKSfcfi [a] D "-33.1° (c=0.1.DMSO) 



[0 1 37] 



I?i6 2] 



(7 1) 



»BB¥1 1-3 2272 9 



o 





A 
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F 


NMR(DMSO-d fl ) S ppm:1 53(2H.quin.J=7 
Hz).1.55(2H.br-s),1.72(2H.quin.J=:7Hz) 
,2.1 2(6H.a).2.24(2H,t, J=7Hz).2. 79(1 H,d 
d.J=13.5.5Hz).2.85(1H,dd,J=13.5.5Hz). 
3.82(1 H.dd, J=9,6Hz),4.02(1 H,t, J=9Hz), 
4.03(2H.t.J=7Hz).4.54-4.61(1H,m) ? 7.16 
(1H,t,J=9Hz).7.19(1H.dd.J=9.2.5Hz).7. 
54(1H.dd,J=14.2.5Hz) 

IR v (KBr) cm-'M 728.3336,3420 

MS(m/z):325(M*) 

it&lt& [«V°-24.1 0 (c=0.1,DMSO) 
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F 


NMR(CDCI 3 ) 5 PP m:1 .44(2H.br-s), 2.26(6 
H,s).2.48(2H,t,J=7.5Hz).2.84(3H.8>.2.9 
7(lH.dd,J=13.5.5Hz).3.10(1H.dd.J=13. 
5,5Hz).3.22(2H.t.J=7.5Hz).3.81(1H,dd, 
J=8.5.6.5Hz).4.00(1H,t.J=8.5Hz).4.60- 
4.70(1 H,m).6.91 (1 H,t,J=9Hz), 7.05-7.1 5 
(1H,m).7.38(1H.dd.J=14.5.2.5Hz) 

IR v(liq.) cm" 1 :! 750,3384 

MS(m/z):310(M*) 

ifclfeifcg [«] D 20 -34.8° ( C =0.1.DMSO) 
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F 


ftfe** 

NMR(CDCI 3 ) $ ppm:1 ,25(2H.br-a).2.25(6 
H.s),2.51(2H.t.J=7.5Hz).2.96(2H,t.J=7. 
5Hz),2.95-3.00(1H.m),3.13(1H.dd,J=13 
.5.4.5Hz),3.86(lH,dd.J=8.5.6.5Hz).4.02 
(1H.t.J=8.5Hz).4.65-4. 70(1 H.m).7. 21(1 
H.dd. J=8.5,2.5Hz).7.41 (1 H,t, J=8.5Hz). 
7.47(1 H.dd.J=11.5.2.5Hz) 

IR v (liq.) cirTM 754.3384 

MS(m/z):313(M*) 

ittfcStft [a] D 2Q -42.8° (c=0.1,DMSO) 



[01 3 8] 



[*(> 3] 



(72) 



11-322729 



o 

ho 



NHz 





A 
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3fc»fe tHKS [ AoOEt-iso-Pr,0] 

mp.91.5~92t 

5E*#«r«C 12 H 17 N a 0 2 

aiifll C.61.26;H.7.28:N. 17.86 
*t*fi£ C,60.90;H. 7.1 6;N. 17.60 

\b&%& [aV-32.9' (c=0.1.DMSO) 
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NMR(DMSO-d 6 ) 6 ppm:1 .88(2H,br-s).2.7 
4(6H.s).2.79(1H,dd.J=13.5.5Hz),2.85(1 
H,dd.J=13.5,5Hz),3.S0(1H.dd,J=9,6Hz). 
4.00(1 H,t a J=9Hz),4.50-4.65(1 H,m).6.97 
(1H.t.J=8.5Hz).7.16(1H,dd.J=8.5.2.5Hz 
).7.44(1H.dd.J=1 5.5.2.5Hz) 

IR v(KBr) cm" 1 :! 732.3336.3372 

MS(m/z):253(AT) 

)tm.3i& [a] D 20 -45.0* (c=0.1.DMSO) 
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f 


*fet6S[AcOEt-iso-Pr,0] 

mp.51^-52 < t: 

7C*#*TfcC 13 H l8 FN 3 0 2 

Slitt C.58.41;H.6.79;N. 15.72 
3IB*ft C,58.42;H.6.78;N,1 5.52 

ItttJfcg [«] D 10 -45.B- (c=0.1,DMSO) 
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F 


NMR(DMS0-d e ) S ppm:0.99(6H.t, J=7.5H 
z),1 .55(2H.br-s).2.80(l H.dd. J=1 4.5Hz) 
.2.85(1 H.dd.J=14.5Hz).3.11(4H.q.J=7. 5 
Hz).3.81 (1 H,dd.J=9.6.5Hz).4.02(1 H.t.J 
=9Hz).4.55-4. 65(1 H.m). 7.02(1 H.t.J=9. 5 
Hz),7.1 7(1 H.dd.J=9.5.2.5Hz). 7.43(1 H.d 
d.J=15.5,2.5Hz) 

IR v(liq.) cm- , :1750.3392 

MS<m/z):281(M*) 

ittt*S [a] D 20 -33.3 w (c=0.1.DMSO) 
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<5> 


*&^UXAttS[i8o-PrOH-n-Hexan«] 

mp, 81^82.5^ 

5c*»«r«C M H ie N 2 0 2 

SSUtt C,68.27;H.7.37;N.1 1.37 
MM C.68.03;H.7.53;N.1 1 .31 

ttKJfcff [a] D 20 -36.0° (c=0.1.DMSO> 



[0 1 3 9] 



Ui6 41 



RN<*nnrin <.fP *ii»s>7;><*a j > 



(73) *f BAT 1 1-322729 

o 





A 
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F 


NMR(DMSO-d„) ppm:1 .21(3H,t,J=75H 
2), 2.1 5(2H,br-s),2.68(4H.t,J=4.5Hz),2. 
80(1H,dd,J=13.5.5Hz),2.85(1H.dd.J=13 
.5.5Hz).2.99(4H,t,J=4.5Hz),3.26(2H.8). 
3.81(1H,dd,J=9,6.5Hz),4.02(1H.t,J=9H 
z),4.1 1(2H,q,J=7.5Hz), 4.55-4. 65(1 H.m) 
.7.05(1 H.t.J=9Hz>.7.1 8(1 H,dd.J=9.2.5H 

V mm a mm J A \ m * 1 * ^ A 4% P • 1 V 

z). 7.47(1 H,dd.J=14.5.2.5Hz) 
IR v (KBr) cm 1 :! 740,3388 
MS(m/z):380(M*) 

VC\%%& [«] D "-34.0° (c=0.1.DMSO) 
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F 


fcfe£S[iso-PrOH-iso-Pr 2 0] 
mp, 88~88. 5°C 

5E*#*t«c 19 h 27 fn 4 o 4 

Slt« C.57.85;H.6.90;N. 14.20 
£M C.57.57;H.7.15;N. 14.06 
ttt63feft [€*] D * 0 -30.0° (c=0.1,DMSO) 
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NMR(DMS0-d 6 ) 5 ppm:1 .1 9(3H,t,J=7.5H 
z),1.71(2H,quin.J=7.5Hz).1.71(2H,br-s 
).2.31(2H,t,J=7.5Hz),2.34(2H.t,J=7.5H 
z),2.50(4H.t,J=5Hz>.2.80(1H.dd.J=13.5 
.5Hz).2.85(1 H.dd.J=1 3.5.5Hz).2.97(4H, 
t.J=5Hz),3.81(1H.dd.J=9.6.5Hz).4.01(1 
H.t,J=9Hz).4.06(2H.q.J=7.5Hz)4.55-4. 
65(1 H.m). 7.03(1 H.t. J=9Hz).7 .1 8(1 H,d 
d r J=9.2.5Hz),7.47(l H,dd, J=1 5.5.2.5Hz) 

IR v(liq.) cm _, :1 732.3348 

MS(m/z):408(M*) 

ltSI3fcff [a] D ?0 -26.9 # (c=0.1.DMSO) 
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F 


*fe^'jXAttS[i*o-PrOH] 
mp.109~1inC 
5c*»«T» C I0 H 2t FN 4 O 4 

91i C.54.54;H.6.01;N. 15.90 
C,54.31;H.6.00;N,15.83 
tt&ftSL [a] D 20 -29.7° (c=0.07.DMSO) 



[ 0 1 1 0 ] 



[*6 5] 



(74) ttBJTl 1-3 22729 





A 
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>op- 

McO F 


aitfeteatiso-PrOH] 

mp,134~135 , t: 

7C*#ffiffi C, a H 1B FN«0 4 

Sltfi C.56.83;H.6.62:N. 14.73 
XRtt C.56.86;H.6.74:N, 14.66 

ttS£3fc« [«V°-35.0° (c=0.1.DMSO) 
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NMR(DMSO-d.) S ppm:1 .89(2H,br-s),2.2 
2(3H,a) B 2.46(4H.t.J=5Hz).2.79<1H.dd.J 
= 14,5Hz),2.84(1H.dd,J=14.5Hz),2.98(4 
H,t f J=5Hz),3.81(1H.dd.J=9.6Hz),4.01(1 
HXJ=9Hz).4.54-4.61(1H.m).7.03(1H,t, 
J=8.5Hz).7.1 8(1 H.dd.J=8.5.2Hz),7.46(1 
H,dd.J=15.5,2Hz) 

IR v(KBr) cm" 1 :! 734,3328.3372 

MS(rn/z):308(M*) 

*IS3fcK [a] D 20 -34.0° ( C =0.1.DMSO) 
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F 


*fe*tttS[AcOEt-iso-Pr 2 0] 
mp.1 04 -105.5^ 
5c*##rflfc C ie H. 3 FN 4 0 2 

SSftffi C.59.61;H.7.19;N. 17.38 
C.59 46;H.7.17:N.1 7.37 
lttfe3fcg [a] D "-37.0* (c=0.1.DMSO) 
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»«fe!Sa[AoOEt-iso-Pr 2 0] 
mp,93-~95 0 C 

5c*#«r<ftC l7 H 2S FN«0 2 

SEUtt C.60.70;H.7.49:N. 16.65 
C.60.47:H.7.38:N. 16.55 
itmtS. [aV°-37.9 c (c=0.1.DMSO) 
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2fcltfet6»[iso-PrOH-iso-Pr ? 0] 
mp.98~100°C 

Ttmtolfi®. C ia H„FN 4 0 2 -2/5H,0 
SfiHt C.60.45:H.7.B3;N. 15.67 
£Kffi C.60.62:H.7.81;N. 15.46 

ttftjfclS [a] D 20 -34.r (c=0.1,DMSO) 



[0141] 



[/<6 6] 



(7 5) Hfflfl 1 -3 22 7 29 



A-N 



O 



MH2 





A 
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r 


NMR(DMS0~<O 5 ppm:1 .54-1 .62(2H,m), 
1.82(2H,br-s),1 .85-1 ,92(2H.m),2. 81(1 
H.dd.J=14,5Hz),2.86(1H.dd,J=14.5Hz), 
3.22-3.29(2H.m).3.60(3H.a),3.64-3.70( 
2H,m) ( 3.82(1 H.dd, J=9,6Hz).4.03(1 H.t.J 
=9Hz).4.45-4.52(1 H.m),4.57-4.63(1 H, 
m).7.22(1 H.dd, J=9.2.5Hz).7.25(1 H,t,J= 
9Hz),7.54(1H.dd.J=13.5,2.5Hz) 

IR vOiq.) cm" 1 :! 688 J 748.3368 

MS(m/z):367(M*) 

ttltifcfi [«L> ,0 -26.cr (c=0.1,DMSO) 
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r 


tlfe^'jXAttBlAcOEt] 

mp.1 19.5— 122^ 

7C*##r« C l5 H )fl FN 3 0 5 -1/6H 2 0 
Slifl C,52.63;H.5.40;N, 12.28 
SIKfc C.52.49:H.5.29:N. 12.27 

ttfcSfcflt [«] D 20 -30.9° (c=0.1.DMSO) 
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UtO F 


NMR(DMSO-d e ) 5 ppm:1 .50-1 70(2H.m). 
1 80-2.00(2H,m) f 1 .9 1 (2H.br-s),2.57(2 
H,t.J=6.5Hz) f 2.81(1H t dd,J=13.5 f 5Hz),2 
.86(1 H.dd, J=1 3.5,5Hz),3.20-3.40(2H.m 
).3.23(3H.s).3.56(2H.t,J=6.5Hz).3.82(1 
H,dd.J=9.6Hz).4.03(1H.t.J=9Hz).4.45- 
4.55(1 H.m),4.55-4.65(1 H. m). 7.22(1 H,d 
d.J=9.2.5Hz).7.25(1 H.t.J=9Hz),7.54(1 H 

AA 1=11 S 9 (iH?! 

IR v(liq.) cm-':1 634.1 750.3464 
MS(m/z):395(M') 

)t?L%&. [a]„ i0 -34.7 o <c=0.1.DMSO) 
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mp.186~ I88TC 
7c*#*rtt C„H, a FN 3 O a 

Sllfi C.66.04:H.5.54;N. 12.84 
C.66.02;H.5.50;N.12.75 
It«l3fe* [a] n I0 -35.r (c=0.1.DMSO) 



[oi i2] mm i 

( s ) — N — L 2 v - 3 - L'l- ( ?h 'J 

> -J -f>L ) 7x::/ll W/'J^ 5 -Oil 

(S) -5-7*5 A*-J-n.- 2-^*^-3- 14- 
( -f- * *: 'I * '.J > 4 i H ) V x ."A- 1 ?T * V >J 

> 1 . 0 0 y h I- 'J X-J-'l T;>0. 1 Sml 7 1717 

ftX-HM). l>2ml*fln;L. 3 0 JlflJUfWt- L 



1 5 7. 5-1 5 8. 5'C*>88»fMi , iJliO. ROs^f* 

C ;0 H n N:();S 3 

Hj&tt C. 50. 10 : II. 5. r >2: N . 10.% 
HiSffi <". 50.10; H. 5.55: N . 10-77 
JtS5E.Vtf£ « J -27.8" ( <: -0. 1 . I)>MI) 

[0143] %mm i h \°\m~ i xaifom 2-5 b^ML 
[ 0 1 1 1 ] 



(76) 



1 1-322729 



im0 7) 



mmm 


A 




2 


F 


mp.106*-108°C 

Jci^Srfi C„H 20 FN,O,S, 

SSI® C.47.86;H,5.02;N.10.46 
^IfcfiS. C,48.00;H.4.92:N.10.25 

ttttJtK [«] D »-27.9* (c=0.1.DMSO) 


3 


F 


*fetgB[MeOH] 

inp.149.5~1 51 °C 
TcM&tiitt C 1 .H.„FN,0 2 S 2 
Saitf C.52.01 ;H.5.46;N.1 1.37 
C.52.03:H.5.41 ;N.1 1.32 
ttlfeftft [a] D i0 -23.0' (c=0.1.DMSO) 


4 


F 


JHfetU*a[MeOH] 

mp.1 49—152*0 

5ci?##r fS C. 7 H,,FN 3 0,S. 

S3ft£ C.53.24;H.5.78;N.10.96 
SIHl C.53.22:H.5.71;N.10.86 

IfcttjfcJK [a] 0 "-27.0* (c=0.1.DMSO) 


5 




*felSS [ AcOEt-iso-Pr 2 0] 

mp.128~129°C 

TE^^tfrM C,oH 2 4FN 3 0 3 S l 

SStfe C.52.28;H.5.85;N.10.16 
HSJfia C.52.20:H.5.84;N.10.09 

ItJfcjfcffi [a] D ,0 -26.r (c=0.1.DMS0) 


6 




*fel£filMeOH] 

mp.151.5~153.5*C 

TCfUtttfrtt C, 9 H t ,FN,0,S 2 
fifi C.53.37;H.6.13;N.9.83 
SSi C.53.36;H.6.04,N.9.85 

ttftstfi [a] D !0 -27.r (c=0.1.DMSO) 



[01 15] 



(77) !f#gB¥ 11-322729 






A 




7 


F 


*fe*ttt£[AcOEt] 

mp.150— 151t 

7C^#3rfI C u H 24 FN 3 0 2 S 2 
33ft £ C.54.38;H,6.09;N. 10.57 
*8ME C.54.23:H,6.02:N.1 0.50 

HSIatfiE [a] D * 0 -28.9° (c=0.1,DMSO) 


8 


F 


mp.148*-149 l t: 
5c*#flrfi£ C 19 H 26 FN 3 0 2 S 2 
SSftlt C.55.45:H.6.37;N.10.21 
C,55.39;H.6.48;N. 10.09 
itSlita [tt] D 20 -27.9° (c=0.1,DMSO) 


9 


F 


*tfel£S[Uo-PrOH] 
mp.1 49.5— 151. 5°C 
5clt#«r(6 C 24 H 28 FN 3 0 2 S 2 
SStfi C.60.86;H,5.96;N.8.87 
C,60.83;H.6.02;N.8.81 
ttffe5fcj$ [a] o 20 -12.0° <c=0.1.DMSO) 


10 


F 


*fettttS[AcOEt] 
mp.139.5— 141°C 
✓Em /Ttn la ^2on 2B ri>i3iJ40 2 
93ft ffi C,52.50;H6.17;N.9.18 
C.52.25;H.6.42;N.9.22 
itl^g [a] o 20 -25.r (c=0.1.DMSO) 


11 




*»feea[EtoH] 

rnpJ22.5~124.5t: 

7C*#*Tfi£ C lfl H 20 FN a O a S 2 
Sfiftft C,49.85;H,5.23;N. 10.90 
$efi C.49.71;H,5.15;N.10.80 

ttte5fe£ [a] D 20 -29.9* (c=0.1.DMSO) 



[01-16] [«G9] 



(78) ISBHM 1 -3 227 2 9 



o 

s 





A 




12 


F 


**fe$tttS[iso-PrOH] 

mp.112~113.5t; 

7t*#tfr{l C„H M FN 3 0 4 S, 
32i£ C.50.33;H.5.63;N.9.78 
3IS*M C.50.20;H.5.85:N.9.?2 

ftt£3fcfi [a] D i0 -24.0* (c=0.1.DMSO) 


13 


F 


*fe^U7TAttft[iso-PrOH] 

mp.137.5~ 138.5*0 

7C*»«ftt C ie H„FN 3 0 2 S, i 
S2tM C.54.38:H.6.09;N.10.57 
C.54.25;H.6.34;N.10.46 
itfS$fcfiE [a] D "-24.1° (c=0.1.DMSO) 


14 


o V^T"^ — 

n-PrO 


*»fe*tttS.[AoOEt] 

mp,164— 165.5t 

tE*#*T« C, e H, 7 N 3 0 4 S, 
Mtt C.53.62;H.6.39:N.9.87 
SUM C.53.40:H.6.30;N.9.74 

ttlE*ff [aV°-21.0° (c=0.1,DMSO) 


1 0 


<CH> 

O 


*feftttfi[EtOH] 
mp.1 48— 149.5^ 
5t*«-«f A C„H„N 3 O s S 2 

C.51.68;H.6.16;N.9.52 
Mfe C.51.55;H.6.34;N.9.46 
tt£3fcg [a} 0 M -2Z.i' (c=0.1.DMSO) 


16 


o- 


*fe»ttft[THF-iso-Pr 2 0] 
mp,143.5— 145°C 
TLfRtttfrfit C ti H, 4 U 3 O t S t 
SSI* C.51.04:H.5.00:N.9.92 
C.50.95;H.4.86;N.9.78 
ttfcjfcg [«y°-37r (c=0.1.DMSO) 



[(.) 1 17] [»7 0J 



(7 9) 1 1-322729 



o 

s 





A 




17 




«*fe*H*a[EtOH] 
mp,147~149t 

SSftfi C.52.68;H.5.44;N.9.45 
C.52.70;H.5.32:N.9.48 
tt £5feflE [a] o J0 -35.r (c=0.1.DMSO) 


18 


Me 


*fe«S[EtOH] 

mp.ii2.5~H3.5 , t; 
5c*^«rM c 13 h, 8 n 2 o 2 s 2 

S2t£ C.52.68;H.5.44;N.9.45 
C.52.65;H,S.37;N.g.46 
ttteSfefiE [a] 0 "-36.r (c=0.1.DMSO) 


19 


— O- 

Mo 


*fe^%ttS[MeOH] 
mp.120~121t 

39ttt C.54.1 7;H.5.84;N.9.02 
£ISIt C.54.03;H.5.72;N,8.94 
ifc«!3fc£ taV°-35.0' (c=0.1.DMSO) 


20 




mp.12B-«-129 , C 

7C*#Wft C,«H l8 N 2 0 2 S 2 

931ft C.54.1 7;H,5.84;N,9.02 
SIRft C.53.94;H.5.87;N,8.90 

ItfcJtflE [a] 0 20 -37.9 Q (c=0.1,DMSO) 


21 




ftfe*ttt&[AcOEt-n-Hexane] 

mp,112-113 < t 

7C3li#*rft C ia H lfl N 2 0 3 S 2 
911ft C.49.9B;H.5J6:IM,8.97 
9161ft C.49.83;H,5.00;N,8.85 

Jtlfe&Ji [«V°-11.0° (c=0.1,MeOH) 



[01183 [^71] 



(80) 



1-322729 



O 

A-N i H 

N-^V„N SMe 

T 
S 





A 




22 




*feMttS[iso-PrOH] 
mp.117~119 ,, C 

JlStfi C.52.92:H.5.92:N.8.23 
m&W. C.52.92:H.6.09;N.8.20 
ttttfcfiE t«] n "-31.0* (o=0.1.0MSO) 


23 




*fetttt£[AcOEt] 

mp.144.5— 146t 

5E5ls»«f tt C )4 H 10 N t O 4 S 2 

mWtm. C.49.10;H.5.30:N.8.18 
Xltt C.49.01;H.5.25:N.7.99 

ttfcjfcl* [«]n"-30.0" (c=0.1.DMSO) 


24 




«feeS[EtOH] 

mp.11l.S~113.5t: 

7C*#*T« C,.H H N,O t S, 
£tfcfit C.56.77;H.6.55:N,8.28 
36»ft C.56.77;H.6.46:N.8.25 

ttltjfcK [«]„ 20 -310- (c=0.1.DMSO) 


25 




*fe*£»[MeOH] 

mp.137.5~138.5 c C 

SSAfit C.47.98;H,4.36:N.9.33 
*«fiS. C.47.90;H.4.28:N.9.31 
JtftMcfi [a] D ,0 -32.9* (c=0.1,DMSO) 


26 


F 


*fetttt*[MeOH] 

mp.149.5~151.5°C 

Sltit C.45.27:H.3.80:N.8.80 
C.45 27;H.3.68:N.8.85 
tttfcjfefiE [a] D "-37.r (c=0.1.DMSO) 



[ 0 1 1 9 1 



[*72] 



(8 1) 



ttHPPl 1-3 22729 



ho 



s 





A 




27 




i*«fe*tttffl[EtOH] 
mp,147~149«fc 

S4ft£ C.45 49;H,4.14;N.8.84 
*RttL C,45.57;H,4.02:N.8.93 
itft3tS [a] D 20 -42.2° (c=0.1.DMSO) 


2B 




*fettttfi[EtOH] 
rr*>, 159.5— 161. St 

Sit« C.44.56;H.3.74;N.8.00 
SKtt C.44.54;H,3.66;N.8.05 
Ittt^fi [a] o 20 -28.9* (c=0.1.DMSO) 


29 




*«fe^UXAtta[CH 3 CN] 
mp,1 64.5—1 65.5^ 
7C*##rfc C 14 H ie N 8 0 3 S, 
SSfcflft C51 .83;H.4.97;N.8.63 
C.51.69;H,4.88;N.8.87 
JtftjfcflE fa] o 20 -35.0° (c=0.1,DMSO) 


30 




NMR X^^h;KDMSO-d e ) ppm:2.55(3H.s 
).3.85(mdd.J=9.6Hz).3.98-4.00(2H.m).4.1 
6(1 H f t, J=9Hz),4.90-5.00(1 H,m),6.99(2H f dd 
, J=8.5.1 Hz),7.06(2H,d,J=9Hz),7.1 1 (1 H.t.J= 
7.5Hz),7 37(2H.dd.J=8.5,7.5Hz),7.55(2H.d. 
J=9Hz).10.17(1H.br-8> 

IR v(KBr)om' u A 738.3224 

itEftft [aV°-15.0° (c=0.1.M*OH) 



[0 15 0] [«7 3] 



tSBim 1 -3 22729 





A 




31 


F 


*feea[AoOEt] 

mp.123~125 a C 
7C*#*T« C n H„FN 3 0 3 S t 

Sllit C.51.89;H.4.10;N.10.68 
C.52.04:H.4.22;N.10.68 
ttSlsfeft [a] D ,0 -30.1* <c=0.1.DMSO) 


32 


F 


*fetSa[AcOEt] 

mp,128—129t 
5c*»«f tt C, s H„FN,0 4 S t 
Mfi C.48.1 1 :H.5.1 1 ;N.7.4B 
C.47.90;H.4.95:N.7.47 
ItSljta [«] 0 ,0 -26.0* (c=0.1.DMSO) 


33 


M*A P - ^ 

F 


*Jtfe^'JXAtta[EtOH] 
mp.120~l21*C 
7E*#*itt C„H M FN,0 3 S f 

SStt C.49.59;H.5.72;N.10.B4 
C.49.47;H.5.46;N,10.62 
it«3tJS [«]„ M -25.r (c=0.1.DMSO) 


34 




*fetSa[AcOEt] 

mp.128~130t 

7E*#*T fit C 17 H 24 FN,0,S a 

Siiffi C.50.85;H.6.02;N.10.47 
C.50.73;H.5.87;N.10.36 
itSfcafefi [a] D l0 -29.0' (c=0.1.DMSO) 


35 




*ife«H*S[AcOEt-iso-Pr,0] 

mp.96.5~98.5 c C 

7C*»«T« C, B H, 6 FN 3 0 3 S, 
SSIM C.52 03:H.6.31:N.10 11 
fg&tt C.52 03;H.6.01;N,1 0 14 

ttE3fcJK [a] 0 *°-31.r (c=0.1.DMSO) 



(82) 



A-N I H 



S 



[0151] 



[*7 4] 



(83) ttflPPl 1-3 22 7 29 



O 

s 





A 




36 


F 

• 2HCI 


3E»fe^'jXAttfi[EtOH] 
mp.124~126t 

7C*#«Ht C |7 H 25 FN,0 2 S 2 -2HCM/2H 2 0 
C.42.32;H.5.85;N.1 1 .61 
*8fig C.42,56;H.5.84;N.11.24 
lttfe3tK taV D -18r (c=0.1,DMSO) 


37 


F 


a*&ies[EtoH] 

mp,129~13lt; 

5c*#ffS C I6 H 22 FN 3 0 2 S 3 -1/4H 2 0 
a»« C.47.09:H.5.56;N.10.30 
SHWt C.47.21:H.5.44:N.10.37 

IttEfcJt [o] o "-30.9* (e=0.1.DMSO) 


38 




*fe*tttS[i»o-PrOH] 
rrv.145— 146.5t: 

5c*#*rfi c m h„n,O j s 2 

SHfil C.51.67:H.5.88:N. 12.91 
0.51 .58:H.5.74:N.1 2.89 
itm&8L [«]o' 0 -23.9 o (c=0.1.DMSO) 


39 




**fe*m»[iso-PrOH] 

mp.1 12.5—1 13t 

TcSStftf*. C M H 1B FN 3 0 7 S, 

SsIM C.48.96:H.5.28;N.12.24 
£l*tt C48.95;H.5.57;N. 12.19 

tt«3feft [a] o "-30.0* (c=0.1.DMSO) 


40 


F 


*fe*HK*[iso-PrOH] 
mp.112.5~113.5 c C 

MM C.50.40:H.5.64;N.1 1.75 
£M C.50.35:H.5.93;N.1 1.69 
ttttJfeg [a] D ,0 -33.9* (c=0.1.DMSO) 



[0152] 



[175] 



(84) mffl¥l 1-322729 



O 

s 





A 


*!)tt[?**Sa*l*] 


41 


F 


»*fetf«a[i*o-PrOH] 
mp.113.5~114.5T: 
TC^ttffifit C, B H„FN 3 0 2 S, 
8 II it C,51 .73;H.5.97;N,1 1 .31 
C.51 .67:H.6.1 3;N.1 1 .27 
tttfcifeft [«] D ?0 -28.r (c=0.1.DMSO) 


42 




*ffe*t#a[AcOEt] 

mp.140~14lt 

5fc*»«r« C, s H„N i O a S 2 

SLSfttt C.55.87;H,5.63;N,8.69 
5ie«L C.55.81;H,5.61;N.8.6B 

Itlfeste [a] o a0 -32.r (c=0.1.DMSO) 


43 




*fe5f}%tta[«o-PrOH] 
nv.128.5~130.5t: 
7C*#*rfe C„H 20 N t O t S J 

Mft C.57.11;H.5.99 : N.8.33 
C.57.12;H.6.05;N.8.17 
tti£3feft [a] 0 "-32.1* (c=0.1.DMSO) 


44 




»»fe^'jXAttS[iso-PrOH] 
mp.144.5~145.5t 
JG&U'lSiltL Cj 0 H 87 FN 4 04S 2 
9M16. C.51 05:H.5.78:N.1 1 .91 
C.50.84:H.5.82:N.1 1 .68 
It te3tS [a] D "-19.9* (c=0.1.DMSO) 



[0 1 5 3] [/<7 6] 



(85) 



ttffiffl 1 -3 227 29 



0 





A 




45 


e^c^ r\ /=\ 


*«fe:^Xi*ttS[iso-PrOH] 
mpj 49—150*0 

Slifi C t 52.05;H,6.03;N.1 1.56 
C51 .89;H,6.25;N.1 1 .51 
IttMcIt [a] D ao -22.1° (c=0.1.DMSO) 


46 


\ / V — " 
F 


»»felSS [ AcOEt-iso-Pr,0] 
rr*>.10B~109t; 

C 2 2M3,FN 4 0 4 S 2 " i/OH 2 U 

SSIM C.52.61:H.6.30:N.11.16 
HKtt C,52.47;H.6.27;NJ 1.07 
tttt3t* [«y o -13.0° (c=0.1,DMSO) 


47 


/ \ /=\ 
F 


*fef£*[EtOH] 

mp,1 71 —172.5*0 

■/I* ^4 sJ VI »a ^1 6 r *23 r l '4 w 4* J ? 

SSttt C.48.85;R5.24;N,12.66 
C,48.64;H,5.39;N.12.58 
ttil5fcS [a] D 20 -27.9° <c=0.1,DMSO) 


48 


F 


mp.ies-oot 

SStffi C.51 ,05;H.5.78;N,1 1 .91 
HBHft C,50.88;H.5.67;N,1 1 .87 
it«t3fefiE [a] D 20 -24.9 # ( C =0.1.DMSO) 



[0 1 5-4] lk771 



(86) 



■fifflW-l 1-3 227 29 



O 

^ ^SMa 

n 

s 



mm 


A 




49 


\ / J—* 


*fe*3»[AcOEt-iso-Pr,0] 
mp.124.5~126*C 
7C*tt#Tfifc C^HjjFN.OjS, 
Mft C.S1 24;H. 5.82, N.I 4.06 
C.51 .02:H.5.73;N.1 3.93 
ttlfeftg [a] D M -35.0* (c=0.1.DMSO) 


50 


F 


JRfe»«SCiso-PrOH] 
mp.142~143.5t 
7c3S#«r* C„H„FN,0,S 1 
gSfefe C.52.40;H.6.1 1 ;N.1 3.58 
C.52.21 ;H.6,24;M.1 3.45 
ttlfe^K [«V°-32.0 # (c=0.1.DMSO) 


51 




*fett«S[iso-PrOH] 
mp.132~134t 

5c*<*«r* C„H 2/ FN,O l S a -1/4H t O 
M« C.52.94:H.6.43;N.13.00 
SSKft C53.1 2;H.6.51 ;N.1 3.14 

it«l3fefiE [o] D "-29.0 ,> (o=0.1.DMSO) 


52 


F 


Hfe«Sft[i»o-PrOH] 

rt^.136— I38t 

TC^^frfi C 2q H z9 FN40 J S t 
&at& C.54.52:H.6.63;N.12.72 
*R(t C.54.57;H,6.60;N, 12.67 

it£3fc* [a] o 20 -24.9* (c=0.1.DMSO) 



[01 5 5] 



[«78] 



(S7) iffBlffl 1-3 22729 



o 





A 




53 


MeOgC-l/ 


i » *iw uu Jiir c n 

NMR(DM50-d 6 ) 6 ppm:1 .54-1 .62(2H.rn).1 .85 
-1.95(2H.m).2.54(3H,s).3.20-3.30(2H.m),3. 
60(3H,s),3.60-3.70(2H,m) ,3.81(1 H,dd.J=9, 
6HZ),3.98(2H.t,J=6Hz) ( 4.1 3(1 H.t.J=9Hz),4. 
45-4.55(1 H,m).4.90~5.00(1 H.m).7.20(1 H,d 
d J=9 2Hz) 7 26(1 H t J=9H*) 7 52M HdH J 
=1 3.5.2 Hz),1 0.1 6(1 HMr-z) 

IR v(KBr) cm"' :1 714,3244 

ttft^Jt [a] o 20 -24.r (c=0.1,DMSO> 


54 




*fe3f«jXAttS[EtOH] 
mp.1 59^160^ 
5c*#«fi| C (7 H 20 FN 3 O 5 S 2 
SBfe C47.54:H,4.69:N.9.78 
C.47.25;H,4.53:N.9.70 
ttl£3feJSE ta] D '°-32.8- (c=0.1,DMSO) 


55 


F 


NMR(DMSO-d 6 ) 0 ppm:1 .48-1 .70(2H.m).1 .82 
H.95(2H,m).2.55(3H.s).2.59(2H.t,J=6.5Hz) 
.3.23(3H,s).3.22-3.39(2H.m),3.56(2H.t.J=6. 
5Hz).3.65-3.85(2H,m).3.82(1H.dd.J=9.6Hz) 
.3.98(2H.t.J=5H2).4.14(1H.t.J=9H2).4.50-4 
56(1 H.m).4 .91 -4.98(1 H.m).7.20(1 H.dd ( J=9 
,2.5Hz)/T26(1H,t,J=9Hz),7.53(1H.dd.J==13. 
5.2.5Hz).10.16(lH.br-s) 
IR v(Hq.) cm" 1 :1 628,1 754.3224 
it*E5fe« [a] D 20 -27.r (c=0.1,DMSO) 



[015 t.. ] 



[*7 9] 



Wl 1-322729 



O 





A 




56 


QOQ- 


«fe«a[DMF-CH 3 CN] 

mp f 184*-186 f C 

JLJK^Sftt C 20 H 20 FN 3 02S 2 
Sttfi C,57.53;H.4.83;N, 10.06 
*KSI C,57.28;H,4.80;N,9.96 

itte5fcK [a] o t0 -20.r (c=0.1.DMSO) 



[oi 57] nr. ^-ft^'^'+'f^n^ivmnm^ 

K3-ft-oWA> l"Cl.iwzoliil ..li.uni.il of Medicinal Qi 

O 




emistry, 3 9%. 6731(1 996*) tCgBttcTDffc; 
)V7 • 4 Vr-t'/X (The Merck Index) . 1 2M. 4 
[ffc9] 



( Linezolid) 



[0158] i . mmiz u-t h {am -a^*; v >i 
mail < sk'\ *4t#m±mm nMzii . n * ira?^ 

' n^ftTffitfj'r^Jfe. 2 9%. 761(1 9 



[01 59] 



#.Sfl8c5: 1 0««/»l >: Uff^„ *§m$rll8 0 
|d|Hi^)fi:iMi«tt*r^L . X. 6S^Hii»C*f LT J: 

Staphylococcus aureus (S. aureus) 
KaHllus suhlilis (K.subLi lis) 

Methicillin - resistant Staphylococcus aureus (MRSA) 
Staphylococcus cpidennidis (S.epidermidis) 
Knlenxroeeus faecal is (K. faecal is) 
Knlerococcus faeciuni (K. faeciuni) 
Mycobacterium avium (M. avium) 
Mycobacterium itil.racel lulare (M. inlracel lulare) 
[ISO ] 



(89) 



tSffiffl 1 -3 22 7 29 





^ — ft^fc 

sea — ^ — 






S. aureus FDA 209P JC-1 


1.56 


1.56 


S. aureus Terajima 


0.7B 


1.66 


S. aureus KS353 


0.78 


1.56 


B. subtil is ATCC 6633 HPB022 


0.78 


0.78 




4btf» 

fttttt ' 




**J3Ht^4toA 


MRSA HPC 1336 


0.78 


1.56 


URSA HPC 428 


0.78 


1.56 


S.eplderaidis HPC 1716 


0.78 


1.56 


E.faecalis HPC 948 


1.56 


1.56 


E.faecalis HPC 975 


1.56 ' 


1.56 


~ — ______ fbttfc 




:*g/ii) 


Si»H ' 

X.ariuB 20092 


1.56 


25 


K.aviun 20096 


1.56 


50 


M. intracellular 20067 


1.56 


12.5 



s ) 



[diui] 



Aspergillus rumigalus (A. I'uni gal us) 
C a n (J i (1 h n I b i c: .i n s ( (.' 

[*8 1 3 



M 1 b i <: :i n 







) 


<b^«j 

^ — 


17 


18 


19 


27 


# BS 
fail ft) A 


fb-grto B 


A.funigatus Tsukuba 


8 


16 


6 


8 


>126 


>128 


C. albicans HT036 


8 


8 


16 


6 


>128 


64 


C. albicans HY038 


4 


4 


4 


8 


>128 


16 



t U 1 t.» 2 ] 



7D> l-'S.— 

(5i)i!ii.n 







51/42 


6 0 2 


51/11 


(.. 0 9 




0 1 3 




6 1 4 




0 0 1 


51 'M5 


(.. 0 0 



F I 

A 6 1 K 



31/42 
31/4-1 

31/44 r > 

31/--W5 
31/53? 



6 0 2 

(.» 0 9 

0 1 3 

6 1 4 

U 0 1 

O 0 0 



(90) 



31/5-4 
C0 7M 7:00 



60 1 



31/54 



WBBTl 1 -3 227 29 
6 0 1 



